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- PROCESSING PARAMETERS -

N dc_balance( 0, FALSE )
1 Ph,P sexp( 0.2[Hz], 0.0[s]
] 2 trapezoid( 0[%], O[%], 80[%], 100[%] )
1 2a zerofill( 1 )
] ££t( 1, TRUE, TRUE )
] machinephase
] PPm
<] o
ol i
1 o
] Filename = KM3-6-1_proton-1-3.3df
= X =3 rg Author delta
] ra VaS 4 Experiment proton.jxp
b Sample_Id KM3-6-1
] Solvent CHLOROFORM-D
] Actual_Start_Time = 10-JUL-2020 19:08:26
] Revision_Time = 27-JAN-2021 11:41:28
o Comment = single_pulse
<+ Data_Format = 1D COMPLEX
] Dim_Size 13107
q X_Domain Proton
] Dim_Title Proton
1 Dim Units [ppm]
] Dimensions X
Site JNM-ECX500
o Spectrometer = DELTA2_NMR
1 Field Strength 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904(s]
] X_Domain 1H
1 X _Freq 500.15991521 [MHz]
] X _Offset 5.0([ppm]
<1 X_Points 16384
(S X_Prescans 1
] X_Resolution 0.57277737 [Hz]
§ X_Sweep 9.38438438 [kHz]
b X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
1 Irr Freq 500.15991521 [MHz]
<] Irr_Offset 5.0 [ppm]
| Tri_Domain Proton
] _Freq 500.15991521 [MHz]
o ] _Offset 5.0[ppm]
2 b Clipped FALSE
3 ] Scans =8
ER l J Total_Scans =8
.
| Relaxation Delay = 5[s]
T LT L L o o o e L e M e 26
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get 21.8[dC]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
— X_Angle 45[deg]
SO CcwLXATOTOLCOVMMXLOSO—~—So AoV aAnooaT T —~oa =3 X Atn 4[dB]
VOO FTFTOSCODADIRXRXI-TFT NN —~OODNNRXSO Ol st =3 —
SSSSSSITMMMMmM NN aaddddaaddas AR RS 3 X_Pulse 6.85[us]
WOWXWHVXI---EEEE S S 000000 : S Irr Mode Off
X : parts per Million : Proton Tri Mode = Ooff
" 0 JEOL
pes
7 Meo ---- PROCESSING PARAMETERS ----
7 dc_balance( 0, FALSE )
1 Ph P sexp( 2.0[Hz], 0.0[s] )
1 2 trapezoid( 0[%1, 0[%], 80[%], 100[%] )
] 2a zerofill( 1)
4 ££ft( 1, TRUE, TRUE )
< machinephase
ST ppm
1 Filename = KM3-6-1 carbon-1-3.jdf
] Author = delta
1 Experiment = carbon.jxp
o Sample Id = KM3-6-1
=} i Solvent CHLOROFORM-D
] Actual_Start_Time = 24-JAN-2021 13:32:54
B Revision_Time = 10-AUG-2021 10:53:55
| Comment. = single pulse decoupled ga
4 Data_Format = 1D COMPLEX
1 Dim_Size = 26214
4 X_Domain carbon
1 Dim Title carbon13
N Dim Units [ppm]
S o
- Dimensions =X
B Site JNM-ECX500
1 Spectrometer DELTA2_ NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
1 X Acq Duration 0.833617921s]
1 X_Domain 13c
1 X _Freq 125.76529768 [MHz]
— X Offset 100 [ppm]
ST X _Points = 32768
] X_Prescans 4
1 X Resolution 1.19959034 [Hz]
1 X_Sweep 39.3081761 [kHz]
X Sweep Clipped = 31.44654088 [kHz]
Irr Domain = Proton
3 Irr Freq 500.15991521 [MHz]
=] Irr Offset 5.0 [ppm]
—8 Clipped FALSE
g Scans = 213
‘1% Total_ Scans = 213
R R e A B e I o o B L e L L R AR R n )
210.0 190.0 170.0 150.0 130.0 110.0 90.0 70.0 50.0 30.0 10.0 -10.0 Relaxation Delay = 2[s]
Recvr_Gain = 60
BN T
X _90_width 9.36 [us]
g ER2IET=ZLCRsLEE22%8Y S X _Acq Time 0.83361792(s]
- ALY A =S QO onF oS < X Angle 30 [deg]
[ SO T TN~ O O 00 0000 ol —
. TIoooagonaoaggagaeree o X_Atn = 3[aB]
X : parts per Million : Carbon13 X_pulse = 3.120us]
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

10.0

0

-10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0

-3.898

Filename KM3-6-1_phosphorus-1-2.jd
Author delta

Experiment carbon. jxp

Sample_Id KM3-6-1

Solvent CHLOROFORM-D
Actual_Start Time = 24-JAN-2021 13:30:49
Revision Time = 24-JAN-2021 14:48:56
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size 26214

X _Domain Phosph

Dim_Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

= 11.7473579[T] (500 [MHz])
0.64487424([s]

Field Strength
X_Acq_Duration

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 16

Total_ Scans =16

Relaxation_Delay
Recvr_Gain

Temp_Get = 13.4[dc]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

abundance

02 03

0.1

b Aoy 1 R s s

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

X : parts per Million : Carbon13
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-10.0-20.0

Field Strength
X_Acq_Duration

S R sexp( 0.2[Hz], 0.0[s] )
A = trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
4 fft( 1, TRUE, TRUE )
1 machinephase
1 m
1 /j% < 22
4 el =
2|
~ 4
1 Filename KM2-52-1_proton-1-3.jdf
1 Author delta
1 Experiment proton. jxp
1 Sample_Id KMK2-52-1
b Solvent CHLOROFORM-D
1 Actual_Start Time = 28-FEB-2020 17:44:04
q Revision Time = 22-JUL-2020 21:16:40
S :
] Comment = single_pulse
1 Data_Format 1D COMPLEX
1 Dim_Size 13107
b X_Domain Proton
1 Dim_Title Proton
1 Dim Units [ppm]
1 Dimensions X
1 Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
3* Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
1 X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
] X_Points 16384
] X_Prescans 1
1 X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438 [kHz]
< ] X_Sweep_Clipped 7.50750751 [kHz]
-] Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
] Irr_Offset 5.0 [ppm]
] Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0[ppm]
2 ] Clipped FALSE
g | Scans 8
s ] Total_Scans =8
2 o I\ . B
| °7] Relaxation_Delay
T o e e L e ) B [ POy P
9.0 8.0 7.0 6.0 5.0 4.0 2.0 1.0 0 Temp_Get
X_90_Width 13.7[us]
X_Angle 45[deg]
OO AN T N0NRNT SN AR =3 X _Atn 4[dB]
VooVt OO0 DO O T OO — =3 .
R R R R R R R R R R R R R R e e e R S X_Pulse 6.85[us]
Ll ol el e e el e i e - B ) < Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
“ ]
=] HO JEOL ;
< 2b-A
b Ph P ---- PROCESSING PARAMETERS ----
] 2 dc_balance( 0, FALSE )
] sexp( 2.0[Hz], 0.0[s] )
— trapezoid( O[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
~ ££ft( 1, TRUE, TRUE )
—] machinephase
] ppm
<]
A Filename = KM2-52-4_carbon-1-2.3jdf
] Author delta
o A Experiment carbon. jxp
S Sample_Id KM2-52-1
] Solvent CHLOROFORM-D
1 Actual_Start Time = 23-MAR-2020 16:03:44
0 ]| Revision_Time = 23-MAR-2020 15:59:42
S
q Comment = single pulse decoupled ga
] Data_Format 1D COMPLEX
= Dim Size = 26214
< X_Domain Carbon
] Dim_Title Carbon13
© 1 Dim Units [ppm]
S Dimensions X
] Site JNM-ECX500
b Spectrometer = DELTAZ_NMR
“ ]
<] = 11.7473579[T] (500 [MHz])

0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 1.19959034 [Hz]

X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE

Scans 192

Total_Scans =192

Relaxation Delay = 2[s]

Recvr_Gain 60

Temp_Get 20.9[dc]
X_90_Width 9.36[us]
X_Acq_Time 0.83361792[s]
X_Angle 30[deg]

X_Atn 3[dB]

X_Pulse 3.12[us]

Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE
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g, HO
2 " phyp

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

5.0

4.0

2.0

1.0

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 O -10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0

-28.399

X : parts per Million : Phosphorus31

Filename KM2-52-4_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM2-52-4

Solvent CHLOROFORM-D
Actual_Start Time = 23-MAR-2020 17:45:18
Revision Time = 16-JUL-2020 17:17:13
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size 26214

X _Domain Phosph

Dim_Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 67

Total_ Scans =67

Relaxation_Delay
Recvr_Gain

Temp_Get = 19.8[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

s = S 2 3 trapezoid( 0[%], O[%], 80[%], 100[%] )
g > d > ! zerofill( 1 )
S = 2b Ph-,P S /= « ££t( 1, TRUE, TRUE )
2 ;
o machinephase
v ppm
Filename KM2-53-2_proton-1-3. jdf
=) Author delta
< Experiment proton. jxp
sample_Id KM2-53-2
Solvent CHLOROFORM-D
Actual_Start_Time 9-MAR-2020 18:52:29
Revision Time = 22-JUL-2020 21:19:24
Comment = single_pulse
Data_Format 1D COMPLEX
o Dim_Size 13107
e X_Domain Proton
Dim Title Proton
Dim_Units [ppm]
Dimensions X
Site JNM-ECX500
Spectrometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
S) X_Acq_Duration 1.74587904[s]
S X_Domain = 1H
X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
X_Points 16384
X_Prescans 1
X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438[kHz]
X_Sweep_Clipped 7.50750751 [kHz]
S Irr_Domain Proton
— Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
@ Tri_Offset 5.0 [ppm]
2 Clipped FALSE
8 Scans 8
= Total_Scans =8
3 _J W .
|° Relaxation_Delay
S A e e L0 e R e S LR [ PRSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15.3[dc]
X_90_Width 13.7[us]
&N"\\ X_Acq_Time 1.74587904(s]
= X_Angle 45[deg]
—RX TN AV N NS TANOANON —~—RFTOATOANTFTALOARDNNDS Ol QI N0 en om0 I X Atn 4[dB]
XL C NN ILTLTTITNAN - T~ O SRR NITARA =S SORNASITMA—O OISR DR G
MMM AaNNNOOOOannNAaARNAd—- === —XRIRIIEEEAAAA RN NN K% xS X Pulse 6.85[us]
[ e e e e e T e e o e e e e e e e e L e e R R s K R e —— = O S S S I Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
el
- o JEOL
Me O —---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
2b Ph,P zerofill( 1 )
2 ££t( 1, TRUE, TRUE )
machinephase
ppm
N
o
Filename = KM2-53-2_carbon-1-3.jdf
Author delta
Experiment carbon. jxp
Sample_Id KM2-53-2
Solvent CHLOROFORM-D
Actual_Start_Time 9-MAR-2020 19:04:08
Revision_Time = 12-MAR-2020 11:36:41
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX
Dim_Size = 26214
X_Domain Carbon
Dim Title Carbonl3
Dim_Units [ppm]
Dimensions X
Site JNM-ECX500
g Spectrometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 0.83361792[s]
X_Domain 13c
X_Freq 125.76529768 [MHz]
X _Offset 100 [ppm]
X_Points 32768
X_Prescans 4
X_Resolution 1.19959034[Hz]
X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE
3 Scans 136
2 Total_Scans = 136
S o |
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 15.7[dC]
T T T T P e [P T e [ T T T [ T T T T T I T TR 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
A A= A O
X_Pulse 3.12[us]
e Nagegtagagexy 2 g I Irr_Atn Dec 20.54[aB]
< SentoRexSininSn S = ) Irr_Atn_Noe 20.54[dB]
= doreicsadsssy mEe [ = Trx Noise naurz
e — e e = Irr_Pwidth us
X : parts per Million : Carbon13 Decoupling = TR(SE !
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

10.0

0

-10.0 -20.0 -30.0

-15.647

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM2-53-2_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM2-53-2

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

9-MAR-2020 19:00:09
9-MAR-2020 19:00:19

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

4
1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton

X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 52

Total_ Scans =52

Relaxation_Delay
Recvr_Gain

Temp_Get = 15.6[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[degq]

X_Atn 5[dB]

X_Pulse 3.88333333[us]

Irr_Atn Dec
Irr_Atn_Noe
Irr Noise

Irr Pwidth
Decoupling

20.54[dB]
20.54[dB]
WALTZ
92[us]
TRUE
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] N D
] N*
7 O —---- PROCESSING PARAMETERS ----
1 dc_balance( 0, FALSE )
<] sexp( 0.2[Hz], 0.0[s] )
w7 (0] trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
i 2d ££t( 1, TRUE, TRUE )
] Ph,P machinephase
] 2 ppm
<]
~+ 4
] N Filename KM3-108-1_proton-1-3.jdf
] ] Author delta
] = Experiment proton. jxp
] Sample_Id KM3-108-1
4 Solvent CHLOROFORM-D
] o Actual_Start_Time = 29-OCT-2020 16:24:32
] JN [ﬁr 2 g Revision Time = 27-JAN-2021 13:26:30
o Ta sl S S~ .
> Comment = single_pulse
o] Data_Format 1D COMPLEX
] Dim Size 13107
1 X_Domain Proton
] Dim Title Proton
] Dim_Units [ppm]
] Dimensions X
1 Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
27 Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
1 X_Domain = 1H
1 X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
1 X_Points 16384
q X_Prescans 1
1 X_Resolution 0.57277737[Hz]
1 X_Sweep 9.38438438[kHz]
o X_Sweep_Clipped 7.50750751 [kHz]
-] Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
7 Irr Offset 5.0[ppm]
1 Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0 [ppm]
2 ] Clipped FALSE
g ] Scans 8
=] Total_Scans =8
5_] |l . . 0 S e _
< 4 Relaxation_Delay
T e e 0 e 0 e e [ PSR P
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 17.7[dC]
X_90_Width 13.7[us]
% \ X_Acq_Time 1.74587904[s]
= E— X_Angle 45[deg]
Nt = = =~ O FTAOT =N N OOANOTNRXTANOOMUNANORNOSFTONOASANDS —0ANOWNea S I X Atn 4[dB]
RN N O O NE N O NI RO OMN I TN N AN AN OO N TN OO TTM@D —~—RAC—~CHROE SR COS nn S
QR RARRRARARRLERE BRI N NI IEIILTNAARRO OO AN =% 0% % % %% %R I X Pulse 6.85[us]
LI I e e e e e T S S O e e T N e e e e e I e e e - R R R R R R R = [ VI, off
X : parts per Million : Proton Tri_Mode = Off
o ] D
-1
S ] N
] N ---- PROCESSING PARAMETERS ----
E o dc_balance( 0, FALSE )
= ] sexp( 2.0[Hz], 0.0[s] )
—4 trapezoid( 0[%], O[%], 80[%], 100[%] )
S 0 zerofill( 1 )
] fft( 1, TRUE, TRUE )
! 2d machinephase
] PhyP pen
S ]
en ]
=1 Filename = KM3-108-1_carbon-1-3.3df
] Author delta
3 Experiment carbon. jxp
] Sample_Id KM3-108-1
= Solvent CHLOROFORM-D
=7 Actual_Start Time = 29-OCT-2020 16:32:43
] Revision_Time = 29-0CT-2020 17:31:39
] Comment = single pulse decoupled ga
] Data_Format 1D COMPLEX
<4 Dim Size = 26214
< X_Domain Carbon
3 Dim Title Carbonl3
B Dim_Units [ppm]
= 1 Dimensions X
<4 site JINM-ECX500
< Spectrometer = DELTA2_NMR
E Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
<4 X_Domain 13c
(S X_Freq 125.76529768 [MHz]
] X _Offset 100 [ppm]
! X_Points 32768
1] X_Prescans 4
o4 X_Resolution 1.19959034[Hz]
ISE| X_Sweep 39.3081761 [kHz]
] X_Sweep_Clipped = 31.44654088[kHz]
7 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
=4 Irr Offset = 5.0[ppm]
<3l Clipped FALSE
3 I Scans 520
= ‘ Total_Scans = 520
< = )
RS Relaxation Delay = 2[s]
_g = Recvr_Gain 60
< ' Temp_Get 18.3[dC]
T T T T T T T T T [ T T T T T e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N\ e
X_Pulse 3.12[us]
R S T Irz_Atn Dec 20.54(d8]
G EEX—oonAa—= Y NOn Irr_Atn_ Noe 20.54[dB]
groarriias-scadasgsgaEse TrzNoise naurz
e o e = Irr_Pwidth us
X : parts per Million : Carbon13 Decoupling = TR(SE !




abundance

2.0

1.0

2d
Ph,P

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

100 0 -10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0

14743 ——

Filename KM3-108-1_phosphorus-1-2.
Author delta

Experiment carbon. jxp

Sample_Id KM3-108-1

Solvent CHLOROFORM-D
Actual_Start Time = 29-OCT-2020 16:28:18
Revision Time = 29-0CT-2020 17:16:45
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size 26214

X _Domain Phosph

Dim_Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 65

Total_ Scans = 65

Relaxation_Delay
Recvr_Gain

Temp_Get = 18.1[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




e dEDL£>

---- PROCESSING PARAMETERS ----

s~ (o] de_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

E| o) trapezoid( 0[%], O[%], 80[%], 100[%] )

3 zerofill( 1 )

] 2 fft( 1, TRUE, TRUE )

3 L) machinephase

Ph,P ppm

3 Filename KM4-15-3_proton-1-4.3jdf
Author delta

E Experiment proton. jxp

] Sample_Id KM4-15-3

| Solvent CHLOROFORM-D

Bl Actual_Start_Time 6-JAN-2021 09:34:29

3 Revision Time = 27-JAN-2021 13:51:20
Comment = single_pulse
Data_Format 1D COMPLEX

3 Dim Size 13107

1 L X_Domain Proton

3 “ Dim Title Proton

B - Dim_Units [ppm]

3 Dimensions X

] Site JNM-ECX500

I o [ = (== % al=a) Spectrometer = DELTA2_ NMR
= == S == =3 <t -
/= s P roos Sd / o=

Field Strength
X_Acq_Duration

= 11.7473579[T] (500([MHz])
1.74587904([s]

X_Domain = 1H

X Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]

X_Points 16384

X_Prescans
X_Resolution 0.57277737[Hz]

X_Sweep 9.38438438[kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
Tri_Offset 5.0 [ppm]
Clipped FALSE
Scans 8

\ Total_Scans =8

0 0102030405060.708091.01.112131415161.71.8192.02.1222324252.62.72.8

[UPRE
8 <
=] ]
g =3
el |
=] 1
=
=] |
«© E Relaxation Delay
L s e B M B S 0 BN GN eie
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 11.7[dC]
\ 1] 1Ll X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
XTFTOUNTON =DV ARXRDLIANLD O =X =N AN TO "X —~A X =T TFTRXRXOOFTOVLDT T T NSO .
VRO TFTAAN—~—OO SR XRXOVNTTNANANN—~—O0OR =0 XNAODIT A~ oS g X Atn 4[dB]
AEamNaNNnnnaaaddddd TS S ——x0XxXENAAaddAdARTREEaNARY NN aaS STy hiee 6.85[us]
i e aa A A S KO R I R R R I vl off
X : parts per Million : Proton Tri Mode = Off
R dEDL:s
% | HAN"
] H
] H —---- PROCESSING PARAMETERS ----
] - fo) dc_balance( 0, FALSE )
1 S ’//\/Y sexp( 2.0[Hz], 0.0[s] )
] trapezoid( 0[%], 0[3], 80[%], 100[%] )
=~ zerofill( 1 )
< £ft( 1, TRUE, TRUE )
4 2e machinephase
1 Ph,P ppm
2]
s
] Filename = KM4-15-2_carbon-1-2.jdf
] Author delta
“ ] Experiment carbon. jxp
e Sample_Id KM4-15-2
] Solvent CHLOROFORM-D
] Actual_Start_Time = 5-JAN-2021 17:30:55
] Revision_Time = 21-JAN-2021 16:52:35
1 Comment = single pulse decoupled ga
1 Data_Format 1D COMPLEX
S Dim_Size = 26214
1 X_Domain Carbon
] Dim Title Carbonl3
1 Dim Units [ppm]
] Dimensions X
e site INM-ECX500
(=l Spectrometer = DELTRZ_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq Duration 0.83361792[s]
1 X_Domain 13c
~ 1 X_Freq 125.76529768 [MHz]
s X_offset 100 [ppm]
] X_Points 32768
] X_Prescans 4
1 X_Resolution 1.19959034 [Hz]
] X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped = 31.44654088 [kHz]
= Irr_Domain Proton
] Irr Freq 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
] Clipped FALSE
o ] Scans 58
2 1 Total_Scans =58
<o
] Relaxation Delay = 2[s]
B Recvr_Gain 60
< Temp_Get 12.2[dc]
T T T T T T T T e e e T T ¢ 90 Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[deg]
LA A e U
X_Pulse 3.12[us]
P B EY 2882303228885 08988rgandcegcay Irr_Atn Dec 20.54[dB]
w8 M TOMARRXRE RS0 n = ndSERaT RS =SS Irr_Atn_Noe 20.54[dB]
- [oa] ol MUV OCASSO — WV O N 0 o <t Irr Noise WALTZ
2 22 coooooaooooddadadaadsesconn s aaaa Trr Pwidth 92 [us]
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

5.0

4.0

3.0

2.0

1.0

0

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

AR R

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

10.0

0

-10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0

-16.038 7

Filename KM4-15-1_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM4-15-1

Solvent CHLOROFORM-D

Actual _Start Time = 5-JAN-2021 09:44:39
Revision Time = 21-JAN-2021 16:53:18
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size 26214

X _Domain Phosph

Dim_Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 33

Total_ Scans =33

Relaxation_Delay
Recvr_Gain

Temp_Get = 11.3[dc]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




9.0 10.0 11.0

8.0

6.0

5.0

4.0
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2.0

1.0

PR "N,
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

abundance

machinephase
ppm
Filename s0-01-127-3(3)_proton-1-3
Author delta
] Experiment proton. jx
] Sample_Id $0-01-127-3(3)
q Solvent CHLOROFORM-D
q Actual_Start_Time 5-JUN-2018 16:54:10
- Revision Time = 26-JUN-2019 15:09:58
] Comment. = single_pulse
] Data_Format 1D COMPLEX
] Dim_Size 13107
| 2 =3 2 X_Domain Proton
] o o « Dim_Title Proton
] Dim_Units [ppm]
] Dimensions X
q Site JNM-ECX500
E J Spectrometer = DELTA2_NMR
] Field_Strength = 11.7473579[T] (500 [MHz])
| X_Acq_Duration 1.74587904[s]
] X_Domain =1H
] X _Freq 500.15991521 [MHz]
3 X _Offset 5.0[ppm]
] X_Points 16384
] X_Prescans 1
q X_Resolution 0.57277737 [Hz]
] X_Sweep 9.38438438[kHz]
- X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
] Irr Offset 5.0[ppm]
] Tri_Domain Proton
3 Tri_Freq 500.15991521 [MHz]
] Tri_Offset 5.0 [ppm]
] Clipped FALSE
] Scans 8
] Total_Scans =8
i L
B Relaxation_Delay
e S e e e O B e TR DR
9.0 5.0 4.0 3.0 . 1.0 0 Temp_Get = 14.2[dc]
X_90_Width 13.7[us]
/‘/ /‘ /‘\ //\\\ X_Acq_Time 1.74587904[s]
X_Angle 45[deq]
588m2gs gea R 58538 ¥ Atn 41a2)
R AAA SEY ] X_Pulse 6.85[us]
o VLR moamn o - Irr_Mode Off
X : parts per Million : Tri_Mode = off

1.0 2.0 3.0 4.0

abundance

S—————"

WWWMMW

s

(JEDLD

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm.

Derived from: so-01-127-3_carbon-1-1.3jdf

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0

A\

X : parts per Million : Carbon13

140.800
128.469

"
h
]
Q

126.096

A

=3
S
<
=
=

77.252
76.741

0\.0

50.575 —
30.392

20.0 10.0 0 -10.0-20.0

Filename = 50-01-127-3_carbon-1-2.3d
Author delta

Experiment carbon. jxp

Sample_Id 50-01-127-3

Solvent CHLOROFORM-D
Actual_Start Time = 25-APR-2018 18:54:12
Revision_Time = 26-JUN-2019 15:14:05
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size = 32768

X_Domain Carbon

Dim_Title Carbon13

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTAZ_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
1.0420224(s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 0.95967227 [Hz]

X_Sweep 31.44654088 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE

Scans 138

Total_Scans =138

Relaxation Delay = 2[s]

Recvr_Gain 68

Temp_Get 16.1[dC]
X_90_Width 9.36[us]
X_Acq_Time 1.0420224(s]
X_Angle 30[deg]

X_Atn 3[dB]

X_Pulse 3.12[us]

Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




2.0 3.0 4.0 5.0 6.0 7.0

1.0

4.80
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2.00
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s]

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

££t( 1, TRUE, TRUE )

machinephase

ppm.

Derived from: so-01-126-2_proton-1-2.3jdf

abundance

X : parts per Million : Protol

\

=7333
7.310
7.296
7.281
7.265
7.256
6.741

4456 ~_
4445

3.991

2.0

1.0 0

Filename S0-01-126-2_proton-1-3.3d
Author delta

Experiment proton. jxp

Sample_Id 50-01-126-2

Solvent CHLOROFORM-D
Actual_Start Time = 5-MAR-2018 15:19:40
Revision Time = 24-JUN-2019 21:02:58
Comment = single_pulse
Data_Format 1D COMPLEX

Dim_Size 13107

X_Domain Proton

Dim_Title Proton

Dim Units [ppm]

Dimensions X

Site JNM-ECX500
Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

11.7473579[T] (500 [MHz])
1.74587904[s]

X_Domain = 1H

X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]

X_Points 16384

X_Prescans 1

X_Resolution
X_Sweep
X_Sweep_Clipped

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton

Tri_Freq 500.15991521 [MHz]
Tri_Offset 5.0 [ppm]

Clipped FALSE

Scans 8

Total_Scans =8

Relaxation_Delay
Recvr_Gain

Temp_Get = 11.3[dc]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
X Angle 45[deg]

X_Atn 4[dB]
X_Pulse 6.85[us]
Irr_Mode off

Tri_Mode = Off

1.7

1.6

1.3

1.2

1.0

0.9

0.8
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm.

Derived from: so-01-126-2_carbon-1-1.3jdf

abundance

"

X : parts per Million : Carbon13

166.441
137.320 —

Q
=~

%
Il

127.696
77.248
77.000
76.742
52.477
43.339

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

/N

-10.0-20.0

Filename = s0-01-126-2_carbon-1-2.3d
Author delta

Experiment carbon. jxp

Sample_Id 50-01-126-2

Solvent CHLOROFORM-D
Actual_Start Time = 5-MAR-2018 15:22:13
Revision_Time = 24-JUN-2019 21:06:21
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size = 26214

X_Domain Carbon

Dim_Title Carbon13

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTAZ_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 1.19959034 [Hz]

X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE

Scans 140

Total_Scans = 140

Relaxation Delay = 2[s]

Recvr_Gain 56

Temp_Get 11.6[dC]
X_90_Width 9.36[us]
X_Acq_Time 0.83361792[s]
X_Angle 30[deg]

X_Atn 3[dB]

X_Pulse 3.12[us]

Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




abundance

] >
] 0 . JEOL
<] Jl\/ N3
= N
4 ---- PROCESSING PARAMETERS ----
1 | dc_balance( 0, FALSE )
] H S = sexp( 0.2[Hz], 0.0[s] )
] 3C o Sl trapezoid( O[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
< £ft( 1, TRUE, TRUE )
~7] machinephase
] ppm
] &
<] o= 3
o] g S
] Filename KM1-141-1_proton-1-2.jdf
] Author delta
] Experiment proton. jxp
] Sample_Id KM1-141-1
o A Solvent CHLOROFORM-D
! Actual Start_Time = 25-NOV-2019 18:51:04
1 Revision Time = 25-NOV-2019 18:58:01
q Comment = single_pulse
] Data_Format 1D COMPLEX
1 Dim_Size 13107
<] X_Domain Proton
< Dim Title Proton
] Dim Units [ppm]
1 Dimensions X
] Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
3j Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
] X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
] X_Points 16384
S ] X_Prescans 1
[ X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438 [kHz]
1 X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
o] Irr_Offset 5.0[ppm]
= Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
q Tri_Offset 5.0[ppm]
] Clipped FALSE
1 U\ Scans 8
] Total_Scans =8
o] . A L _
] Relaxation Delay =
T T T T T T T T T T T T T T T T T T T T T Recvr_Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 16.1[dC]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
ST O~ A == A== FTINORNON N ATEOM NN —0 —~FFEODMODNOX— oo > I X Atn 4[dB]
CE - S0 - SO RTNA—O RSN = ~DORNBBDFM@AN—D RN OO T oG
S EEEDEEaaEEEERERVOVYYYR T aanaanadAdd = === — X Pulse 6.85[us]
L NS €1 €1 €N €7 67 67 6N 0N 0N 0N e e e e e e e = = = = = = — — O] T7r Mode Off
X : parts per Million : Proton Tri_Mode = Off

abundance

ull Jl\/ N
S N 3
] —---- PROCESSING PARAMETERS ----
| dc_balance( 0, FALSE )
Bl sexp( 2.0[Hz], 0.0[s] )
H 3c trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
i ££t( 1, TRUE, TRUE )
machinephase
] ppm
~ Filename = KM1-141-1_carbon-1-2.3jdf
=T Author delta
] Experiment carbon. jxp
Sample_Id KM1-141-1
1 Solvent CHLOROFORM-D
] Actual_Start _Time = 25-NOV-2019 18:53:30
Revision_Time = 25-NOV-2019 18:59:58
Comment = single pulse decoupled ga
1 Data_Format 1D COMPLEX
1 Dim_Size = 26214
X_Domain Carbon
1 Dim_Title Carbon13
] Dim Units [ppm]
Dimensions X
1 Site JNM-ECX500
—_| Spectrometer = DELTA2_NMR
S
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq Duration 0.83361792[s]
X_Domain 13c
] X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]
1 X_Points 32768
] X_Prescans 4
X_Resolution 1.19959034 [Hz]
1 X_Sweep 39.3081761[kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE
S Scans 174
Total_Scans =174
Relaxation_Delay = 2[s]
Recvr_Gain 60
1 Temp_Get 16.6[dC]
T T T T T T T T T T T e O IO 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[deg]
A LIA
X_Pulse 3.12[us]
= x 2q T qQ Qa2 Irr Atn Dec 20.54[dB]
= S8 2y 3 & Irr_Atn Noe 20.54[dB]
3 TR % D43 Irr_Noise vgw:]..’rz
- - Irr_Pwidth us
X : parts per Million : Carbon13 Decoupling = TR(SE !




%
p I3 Ph O
] E JEOL
o] N3
= Ph N
B I —---- PROCESSING PARAMETERS ----
q dc_balance( 0, FALSE )
] H 3d sexp( 0.2[Hz], 0.0[s] )
] Fo trapezoid( 0[%], O[%], 80[%], 100[%] )
q S zerofill( 1 )
] oy o £ft( 1, TRUE, TRUE )
<] = machinephase
4 ppm
] S g
] 2 =
o1
“] Filename KM1-129-1_proton-1-2.jdf
] Author delta
q Experiment proton. jxp
] Sample_Id KM1-129-1
] Solvent CHLOROFORM-D
q Actual_Start_Time = 15-NOV-2019 12:25:50
1 Revision Time = 18-NOV-2019 21:31:09
o1
< Comment = single pulse
1 Data_Format 1D COMPLEX
] Dim_Size 13107
B X_Domain Proton
1 Dim Title Proton
] Dim_Units [ppm]
o Dimensions X
o Site JNM-ECX500
] Spectrometer = DELTA2_NMR
q Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
q X_Freq 500.15991521 [MHz]
<] X_Offset 5.0[ppm]
7] X_Points 16384
q X_Prescans 1
] X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
q X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
o Irr_Freq 500.15991521 [MHz]
= Irr Offset 5.0[ppm]
] Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
o A Tri_Offset 5.0[ppm]
2 1 Clipped FALSE
£ Scans 8
S A Total_Scans =8
2 ] 1 n
| <7 Relaxation_Delay
S A e e L0 e R e S LR [ PRSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 16.1[dC]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
= X_Angle 45[deg]
VAN NN RN AN ODD —0F OO — =] X _Atn 4[dB]
COCNITITN—SCRRALRBD T AT AL D =3 !
AaOmmaannaaddddddaNNGaAdS S X_Pulse 6.85[us]
. L e e L e e N L e o N L o o - R AR = Irr Mode Off
X : parts per Million : Proton Tri Mode = Off
] N3 D
o
<] N
4 I —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
] H 3d sexp( 2.0[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
] £ft( 1, TRUE, TRUE )
- machinephase
] ppm
“]
-]
]
-1 Filename = KM1-129-1_carbon-1-2.3df
= Author delta
] Experiment carbon. jxp
q Sample_Id KM1-129-1
<] Solvent CHLOROFORM-D
1 Actual_Start Time = 15-NOV-2019 12:27:43
q Revision_Time = 18-NOV-2019 21:28:53
o ]
S 4 Comment = single pulse decoupled ga
] Data_Format 1D COMPLEX
9 1 Dim_Size = 26214
(S X_Domain Carbon
] Dim Title Carbonl3
~ 1 Dim_Units [ppm]
=3 Dimensions X
q Site JNM-ECX500
< 1 Spectrometer = DELTA2_NMR
© 1] Field Strength = 11.7473579[T] (500 [MHz])
“ 1 X_Acq_Duration 0.83361792[s]
= X_Domain 13c
] X_Freq 125.76529768 [MHz]
q X _Offset 100 [ppm]
~ ] X_Points 32768
< X_Prescans 4
] X_Resolution 1.19959034[Hz]
e X_Sweep 39.3081761 [kHz]
< X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
o~ Irr_Freq 500.15991521 [MHz]
<7 Irr_Offset = 5.0[ppm]
] Clipped FALSE
o ] Scans 340
% = Total Scans = 340
-g 1 ’ | Relaxation_Delay = 2[s]
B O e i y eyl s A S ot W¥ Recvr_Gain 60
s ] Temp_Get 16.6[dC]
T T T T T T T T T T T e e I T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
LA A
X_Pulse 3.12[us]
Q T 282 2sq =2 Irr_Atn Dec 20.54[dB]
@ [ N S q S ~ Irr_Atn_Noe 20.54[dB]
3 F RSN TSR ea Irr_Noise WALTZ
s - - === Irr_Pwidth 92[us
X : parts per Million : Carbon13 Decoupling = TR(E‘E !




(JEDLD

<]
1 N N3
] | ---- PROCESSING PARAMETERS ----
q H 3e dc_balance( 0, FALSE )
< sexp( 0.2[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
q zerofill( 1 )
- £ft( 1, TRUE, TRUE )
] machinephase
] ppm
o]
~]
o1 Filename = KM1-71-1_proton-1-6.3df
37 Author delta
] Experiment proton. jxp
] sample_Id KM1-71-1
1 Solvent CHLOROFORM-D
] Actual_Start_Time = 12-SEP-2019 10:
o1 Revision Time = 4-0CT-2019 10:
s Comment = single_pulse
] Data_Format 1D COMPLEX
] Dim Size 13107
] X_Domain Proton
q Dim Title Proton
<] Dim Units [ppm]
1 Dimensions X
] Site = JNM-ECX500
] Spectrometer = DELTA2_NMR
] Field_Strength = 11.7473579[T] (500 [MHz])
< ol ® =3 X_Acq Duration = 1.74587904[s]
“ 2 e I X_Domain 1H
] = fcg ] X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
1 X_Points 16384
] X_Prescans 1
<] X_Resolution 0.57277737[Hz]
N4 X_Sweep 9.38438438[kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
] Irr_Offset = 5.0[ppm]
(= Tri_Domain Proton
— Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0 [ppm]
2 1 Clipped = FALSE
g Scans 8
g ] J Total_Scans =8
2o .
s Relaxation_Delay 5[s]
L B A SR e s e e [ YO 16
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get 21.1[dC]
X_90_Width 13.7[us]
‘ /N\N ‘ ‘ X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
o ot~ 0 O — ® "
ARG EE RS 8EES8aT g S g |ihuise 2 elontus)
B N N A K A < b = ITr Mode off
X : parts per Million : Proton Tri_Mode = Off
i | ---- PROCESSING PARAMETERS ----
H 3e dc_balance( 0, FALSE )
] sexp( 2.0[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
£ft( 1, TRUE, TRUE )
] machinephase
ppm
N
o
] Filename = KM1-71-2_carbon-1-2.3jdf
Author delta
] Experiment carbon. jxp
Sample_Id KM1-71-2
] Solvent = CHLOROFORM-D
Actual_Start_Time = 17-SEP-2019 10:
] Revision_Time = 17-SEP-2019 12:
] Comment single pulse decoupled ga
Data_]?ormat 1D COMPLEX
1 Dim_Size 26214
X_Domain Carbon
1 Dim Title Carbonl3
Dim_Units [ppm]
1 Dimensions X
Site = JNM-ECX500
= Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
X _Acq Duration = 0.83361792[s]
1 X_Domain 13c
X_Freq 125.76529768 [MHz]
1 X _Offset 100 [ppm]
X_Points 32768
1 X_Prescans 4
X_Resolution 1.19959034[Hz]
1 X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
b Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
q Irr Offset 5.0[ppm]
Clipped FALSE
[PR Scans 334
2 Total_Scans 334
g 4 s
£ i Relaxation_Delay 2 é s]
B L Recvr_Gain
< d\iluﬂ‘J\‘.I‘Ml.m\wHNMMWMIMmwwmmMnlmlmIM&UMm\mmmmm.r\lmul.m‘\nlnﬂl,mmM.M‘tm‘LMwm.“llu.wm.uh‘\\ illi mummmm.u\ummumu.mm,mHm.h\um.m.m.nm\m.um\mmu.d‘mwm‘hn‘ﬂ.mlm Temp Get | §°5§{d°}
i .36[us
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
L AL
X_Pulse 3.12[us]
S w SS* VSR Q Irr_Atn Dec 20.54[dB]
< C —~o < =38 o Irr_Atn_Noe 20.54[dB]
3 L 788 NN ] Irr_Noise WALTZ
s - - === Irr_Pwidth 92[us
X : parts per Million : Carbon13 Decoupling = TR(SE !




(JEDLD

=
e N
-1 I —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
= H sexp( 0.2[Hz], 0.0[s] )
~& trapezoid( 0[%], O[%], 80[%], 100[%] )
-1 zerofill( 1 )
] f£t( 1, TRUE, TRUE )
= machinephase
— PpPm
-1
=
S
-1
q Filename s0-02-018-1_proton-1-3.3d
<] Author delta
Sl Experiment proton. jxp
] Sample_Id 50-02-018-1
B Solvent CHLOROFORM-D
<4 Actual_Start_Time = 12-JUL-2018 13:45:55
% 4 Revision Time = 25-JUN-2019 16:25:46
] Comment = single_pulse
<] Data_Format 1D COMPLEX
=9 Dim_Size 13107
] X_Domain Proton
E| Dim Title Proton
Dim_Units [ppm]
] Dimensions X
] Site JNM-ECX500
] Spectrometer = DELTA2_NMR
[y
] Field Strength = 11.7473579[T] (500 [MHz])
B X_Acq_Duration 1.74587904[s]
3 z X_Domain =1H
<1 - X _Freq 500.15991521 [MHz]
<] X _Offset 5.0[ppm]
B " X_Points 16384
B o < X_Prescans 1
3 J‘Q N a X_Resolution 0.57277737[Hz]
en 4 ﬁ/o‘ X_Sweep 9.38438438[kHz]
B X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
<1 Irr_Freq 500.15991521 [MHz]
o Irr Offset 5.0[ppm]
B Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
PE= Tri_Offset 5.0 [ppm]
2 -7 Clipped FALSE
g ] Scans 8
SR Total_Scans =8
ENNE ) i
| <7 Relaxation_Delay
e S e e e O B e TR DR
9.0 8.0 7.0 1.0 0 Temp_Get = 18.4[dC]
X_90_Width 13.7[us]
\\W\\ j // ‘ /‘\ X_Acq_Time 1.74587904[s]
X_Angle 45[deq]
RADRNRER 8388388 2 532 X Atn ata)
R R o= S ‘t@nn X_Pulse 6.85[us]
o L e e i =) < < <+ < s o ——— Irr Mode Off
X : parts per Million : Tri_Mode = off
o
. 9 JEOL
]
] Bn\ N3
-of:i N —---- PROCESSING PARAMETERS ----
q | dc_balance( 0, FALSE )
o~ o sexp( 2.0[Hz], 0.0[s] )
- H Me trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
o 7 ££t( 1, TRUE, TRUE )
1 3f machinephase
] ppm
-7
~ 4
[ag]
— Filename = 50-02-018-1_carbon-1-2.3d
] Author delta
N Experiment carbon. jxp
- Sample_Id 50-02-018-1
] Solvent CHLOROFORM-D
-4 Actual_Start Time = 12-JUL-2018 18:48:16
1] Revision_Time = 13-JUL-2018 11:42:54
=4 Comment = single pulse decoupled ga
1 Data_Format 1D COMPLEX
o Dim_Size = 26214
ISH X_Domain Carbon
] Dim Title Carbonl3
® 7 Dim Units [ppm]
= Dimensions X
] Site JNM-ECX500
';i Spectrometer = DELTA2_NMR
o ] Field Strength = 11.7473579[T] (500 [MHz])
ST X_Acq_Duration 0.83361792[s]
] X_Domain 13c
n X_Freq 125.76529768 [MHz]
== X_Offset 100 [ppm]
] X_Points 32768
~ 1 X_Prescans 4
<A X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
gi X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
=g Irr Offset = 5.0[ppm]
] Clipped FALSE
L — A Scans 83
2 37 Total_Scans =83
s ]
B Recvr_Gain 58
G Temp_Get 18.3[dC]
T T T T T T T T T T T T [ e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
‘ ‘ ‘ X_Atn 3[dB]
X_Pulse 3.12[us]
S 522 ®28d = > o Irr_Atn Dec 20.54[dB]
] = oo a S =] 0 — Irr_Atn_Noe 20.54[dB]
2 855 ESE @ g = Toz_Noise naurz
L =2 == rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TR(SE !




] S
| ’ T JEOL
o] Bn<
e N Cl
4 | ---- PROCESSING PARAMETERS ----
] H dc_balance( 0, FALSE )
] 3g A sexp( 0.2[Hz], 0.0[s] )
] = = % trapezoid( 0[%], O[%], 80[%], 100[%] )
] 2 2 2 zerofill( 1 )
] £ft( 1, TRUE, TRUE )
] © machinephase
® ppm
< f‘:
4
1 Filename KM1-112-1_proton-1-3.jdf
] Author delta
] Experiment proton. jxp
] sample_Id KM1-112-1
4 Solvent CHLOROFORM-D
< Actual_Start_Time = 24-OCT-2019 17:00:55
] Revision Time = 24-0CT-2019 22:33:43
] Comment = single_pulse
Data_Format 1D COMPLEX
1 Dim Size 13107
1 X_Domain Proton
1 Dim Title Proton
q Dim_Units [ppm]
1 Dimensions X
1 Site JNM-ECX500
27 Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
] X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
] X_Points 16384
X_Prescans 1
1 X_Resolution 0.57277737[Hz]
o X_Sweep 9.38438438[kHz]
= X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
q Irr Offset 5.0[ppm]
— Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0[ppm]
2 1 Clipped FALSE
g | Scans 8
=] Total_Scans =8
2 n N
|° Relaxation_Delay
L L e B B S S [ VO S PP Y
9.0 8.0 7.0 6.0 4.0 3.0 2.0 1.0 0 Temp_Get = 18.4[dc]
X_90_Width 13.7[us]
AA— AN AN Demie D Liswau
X_Angle 45[deg]
2RYS LowR 28 2835 2% g |xawm 4ta)
R aaa R IF H®x SRR =3 X_Pulse 6.85[us]
o Ll e e SN < < o oenoen [ e e < Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
< ]
- dEDL:s
] Bn<
Sf N CI —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
] H 3g_A sexp( 2.0[Hz], 0.0[s] )
i trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
1 £ft( 1, TRUE, TRUE )
= machinephase
] ppm
]
-]
N
] Filename = KM1-112-1_carbon-1-2.3df
— 1 Author delta
— Experiment carbon. jxp
] Sample_Id KM1-112-1
=5 Solvent CHLOROFORM-D
- Actual_Start Time = 24-OCT-2019 17:02:57
1 Revision_Time = 24-0CT-2019 22:35:11
2 Comment = single pulse decoupled ga
b Data_Format 1D COMPLEX
o0 ] Dim_Size = 26214
g X_Domain Carbon
] Dim Title Carbonl3
] Dim_Units [ppm]
~ P
= Dimensions X
] Site JNM-ECX500
© ] Spectrometer = DELTA2_NMR
S Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
] X_Domain 13c
< X_Freq 125.76529768 [MHz]
] X _Offset 100 [ppm]
<1 X_Points 32768
< X_Prescans 4
] X_Resolution 1.19959034[Hz]
e X_Sweep 39.3081761 [kHz]
= X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
~ Irr_Freq 500.15991521 [MHz]
o] Irr_Offset = 5.0[ppm]
q Clipped FALSE
o ] Scans 314
2 s Total Scans = 314
< 1 i
S _ " " | ) Relaxation Delay = 2[s]
2 < oy i ' Y y i ¥ M Recvr_Gain 60
< 4 Temp_Get 18.7[dC]
T T T T T T T T T T T e O IO 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N A /A
X_Pulse 3.12[us]
3 2838 28 23z Irr_Atn Dec 20.54[dB]
r\! 0~ SR o a S 0= Irr_Atn_Noe 20.54[dB]
2 €58 mEe $sa Toz_Noise naurz
. = PARS RIS rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TR(SE !




lJEDLD

---- PROCESSING PARAMETERS ----

2 | dc_balance( 0, FALSE )
] H 3g sexp( 0.2[Hz], 0.0[s] )
] trapezoid( 0[%], 0[%], 80[%], 100[%] )
] zerofill( 1 )
] f££t( 1, TRUE, TRUE )
] machinephase
<] ppm
O]
1 Filename = 80-02-014-2_proton-1-3.3jd
<] Author = delta
el Experiment = proton.jxp
] Ssample_ Id = 50-02-014-2
] Solvent = CHLOROFORM-D
] Actual Start Time = 12-JUL-2018 13:35:36
1 Revision Time = 29-JUN-2021 12:59:29
=1
<7 Comment = single pulse
B Data_ Format = 1D COMPLEX
] Dim_Size = 13107
7 X_Domain = Proton
] Dim Title = Proton
4 Dim Units = [ppm]
<] Dimensions =X
] . site = JNM-ECX500
] < Spectrometer = DELTA2_NMR
4 <t
] | Field Strength = 11.7473579[T] (500 [MHz])
— S 8 s X_Acq Duration = 1.74587904[s]
> > =) _Acq
o1 = I & - X _Domain = 1H
N Io’ » B _ X Freg = 500.15991521 [MHz]
] X_Offset = 5.0 [ppm]
] X_Points = 16384
1 X_Prescans =1
1 X Resolution = 0.57277737 [Hz]
] X_Sweep = 9.38438438 [kHz]
X_Sweep Clipped = 7.50750751[kHz]
B Irr Domain = Proton
] Irr Freq = 500.15991521 [MHz]
8 q Irr Offset = 5.0 [ppm]
E ] Tri_Domain = Proton
S 1 Tri_Freq = 500.15991521 [MHz]
s ] j ) Tri Offset = 5.0[ppml
2 oq Clipped = FALSE
) T T T T T T T T T T T T T T T T T T T T T | Scans =8
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Total Scans =8
%N ‘ /\ /‘\ /‘\ ‘ Relaxation Delay = 5lsl
Recvr_Gain = 48
. ~N e~~~ w < < o o o NN _ x7907W;cllth = 13.7 [us]
X : parts per Million : Proton ¥_Acq Time = 1.74587304 [s]
= 0 JEOL
=
N Bn<
A N N3 ---- PROCESSING PARAMETERS ----
- | dc_balance( 0, FALSE )
] sexp( 2.0[Hz], 0.0[s]
®3 H 3g trapezoid( O[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
o ££ft( 1, TRUE, TRUE )
— machinephase
<] ppm
L=
~
— Filename $0-02-014-2_carbon-1-2.jd
e ] Author delta
- Experiment carbon. jxp
1 Sample_Id $0-02-014-2
N7 Solvent = CHLOROFORM-D
— Actual_Start_Time = 12-JUL-2018 18:18:23
—1 Revision Time = 13-JUL-2018 11:45:27
-1 Comment single pulse decoupled ga
< 7 Data_Format 1D COMPLEX
— Dim_Size = 26214
o] X_Domain Carbon
=3 Dim_Title Carbon13
] Dim Units [ppm]
o0 Dimensions X
< site = JNM-ECX500
- B Spectrometer = DELTAZ_NMR
<1 Field Strength = 11.7473579[T] (500 [MHz])
© ] X_Acq Duration 0.83361792[s]
o X_Domain 13c
1 X_Freq = 125.76529768 [MHz]
Ll X_Offset 100 [ppm]
<9 X_Points 32768
< ] X_Prescans =4
=7 X_Resolution 1.19959034 [Hz]
1 X_Sweep 39.3081761 [kHz]
e X_Sweep_Clipped 31.44654088 [kHz]
< Irr_Domain Proton
~ 3 Irr_Freq 500.15991521 [MHz]
s Irr_Offset 5.0 [ppm]
Clipped FALSE
g — Scans 47
=R Total_Scans =47
< .
o Relaxation_Delay
2 Recvr_Gain
= Temp_Get 18.2[dC]
L B B L L B L L B L L B L L B L B B L B B B R e R R T TP o 9.36[us]
210.0 190.0 170.0 150.0 130.0 110.0 90.0 70.0 50.0 30.0 10.0 -10.0 X_Acq_Time 0.83361792[s]
X_Angle 30 [deg]
N N i o st
X_Pulse 3.12[us]
e CInT 22 q 59 2 Irr_Atn Dec 20.54[dB]
&~ 0 8 Y aNe o 9 Irr_Atn Noe = 20.54[dB]
2 - &8 8 SIS ¢ A Irr_Noiieh ‘;"2\1-'“
s = - === Irr_Pwidtl us
X : parts per Million : Carbonl3 Decoupling = —mgg !




(JEDLD

o1
= Ph
] l —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
1 3h H sexp( 0.2[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
4 f£t( 1, TRUE, TRUE )
< machinephase
(= ppm
] g
a— - < Filename KM1-152-2_proton-1-4.3df
1 s} Author delta
] o Experiment proton. jxp
q o - Sample_Id KM1-152-2
] = = Solvent CHLOROFORM-D
] - Actual_Start_Time 5-DEC-2019 19:42:36
q I Revision_Time = 6-JAN-2020 11:32:35
< / 2
~] Comment = single_pulse
1 Data_Format 1D COMPLEX
] Dim Size 13107
] X_Domain Proton
1 Dim Title Proton
] Dim_Units [ppm]
o Dimensions X
gl Site JNM-ECX500
] Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
1 X_Freq 500.15991521 [MHz]
<] X_Offset 5.0[ppm]
] X_Points 16384
1 X_Prescans 1
] X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
1 X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
o1 Irr_Freq 500.15991521 [MHz]
= Irr Offset 5.0[ppm]
1 Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
o A Tri_Offset 5.0 [ppm]
2 ] Clipped FALSE
g | Scans 8
E \ l i Total_Scans =8
1 L A [
| <7 Relaxation_Delay
T T T T T T T T T T T T T T [T T T T T [T T T T T T T Recvr_Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15.2[dC]
X_90_Width 13.7[us]
/WN ‘ / /\\ ‘ X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
SZ8e2gNESR 22p2232 g |xam 4am)
AN == QS0 T S X_Pulse 6.85[us]
o L e e e Ll =] Lagle B e I o Bo Nio BN o] < Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
1 Ph ’}l ---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
3h H sexp( 2.0[Hz], 0.0[s] )
1 trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
££ft( 1, TRUE, TRUE )
P i machinephase
e ppm
] Filename = KM1-152-2_carbon-1-2.3df
Author delta
1 Experiment carbon. jxp
1 Sample_Id KM1-152-2
| Solvent CHLOROFORM-D
Actual_Start_Time 5-DEC-2019 19:48:00
1 Revision_Time = 5-DEC-2019 20:02:10
S}
N Comment = single pulse decoupled ga
1 Data_Format 1D COMPLEX
1 Dim_Size = 26214
X_Domain Carbon
1 Dim Title Carbonl3
1 Dim_Units [ppm]
| Dimensions X
Site JNM-ECX500
7 Spectrometer = DELTAZ_NMR
Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 0.83361792[s]
] X_Domain 13c
o X_Freq 125.76529768 [MHz]
= X _Offset 100 [ppm]
1 X_Points 32768
| X_Prescans 4
X_Resolution 1.19959034[Hz]
q X_Sweep 39.3081761 [kHz]
] X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
4 Irr Offset = 5.0[ppm]
Clipped FALSE
) i Scans 61
2 A Total_Scans =61
S .
= . ) ) ) . . e . " . Relaxation_Delay = 2[s]
B f y 4 o L WA AL W | 4 ¥ Recvr Gain 60
s Temp_Get 15.6[dC]
T T T T T T T T T T T [ T T T T T T ¢ 90 Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| X_Acq_Time 0.83361792[s]
X_Angle 30[deg]
A NN
X_Pulse 3.12[us]
3 S 9= 2s8Q 5 bl Irr Atn_Dec 20.54[dB]
< + == a S~ © o = < Irr_Atn_Noe 20.54[dB]
g s %% RES g 2Za Toz_Noise naurz
L = = === rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TR(SE !




1.0 2.0 30 40 50 60 7.0 80 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0

2.04
2.00

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )

abundance

0

8.0 7.0 6.0

B

%
%
“a

391

7.405
7

7.380
7.373
7.357
7.260

~
X : parts per Million : Proton

5.233
3915

1.573

zerofill( 1 )

f£t( 1, TRUE, TRUE )

machinephase

ppm

Filename 50-02-023-1(2)_proton-1-3
Author delta

Experiment proton. jxp

Sample_Id 50-02-023-1(2)
Solvent CHLOROFORM-D
Actual_Start Time = 25-OCT-2018 10:32:39
Revision Time = 26-JUN-2019 14:43:44
Comment = single_pulse
Data_Format 1D COMPLEX

Dim_Size 13107

X_Domain Proton

Dim_Title Proton

Dim Units [ppm]

Dimensions X

Site JNM-ECX500
Spectrometer = DELTA2_NMR

= 11.7473579[T] (500 [MHz])
1.74587904[s]

Field Strength
X_Acq_Duration

X_Domain = 1H

X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]

X_Points 16384

X_Prescans 1

X_Resolution
X_Sweep
X_Sweep_Clipped

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton

Tri_Freq 500.15991521 [MHz]
Tri_Offset 5.0 [ppm]

Clipped FALSE

Scans 8

Total_Scans =8

Relaxation_Delay
Recvr_Gain

Temp_Get = 19.8[dC]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
X Angle 45[deg]

X_Atn 4[dB]
X_Pulse 6.85[us]
Irr_Mode off

Tri_Mode = Off

1.1 1.2 13 14 l.‘S 1,‘6 1‘.7 1.‘8 1,‘9 ‘

1.0

02 03 04 05 0.6 0.7 OIS 0.‘9 ‘ ‘ ‘ ‘

0.1

abundance

W

W Recvr Gain

dEDLD

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s]

trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )

££t( 1, TRUE, TRUE )

machinephase
ppm

Filename $0-02-023-1_carbon-1-2.3d
Author delta

Experiment carbon. jxp

Sample_Id 50-02-023-1

Solvent = CHLOROFORM-D
Actual_Start_Time = 19-JUL-2018 21:17:28
Revision Time = 19-JUL-2018 22:14:38
Comment single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size = 26214

X_Domain Carbon

Dim_Title Carbon13

Dim_Units [ppm]

Dimensions X

Site = JNM-ECX500

Spectrometer = DELTAZ_NMR

Field Strength = 11.7473579[T] (500[MHz])
X_Acq Duration 0.83361792[s]

X_Domain 13c

X_Freq = 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans =
X_Resolution
X_Sweep
X_Sweep_Clipped

4
1.19959034 [Hz]
39.3081761 [kHz]
31.44654088 [kHz]

Irr_Domain Proton

Irr Freq 500.15991521 [MHz]
Irr_Offset 5.0 [ppm]

Clipped FALSE

Scans 271

Total_Scans =271

Relaxation_Delay

X : parts per Million : Carbonl

134.812
128.650
128.526

©
2
)
°
3

>_

77.248
77.000
76.742
67.490

70.0

W

50.274

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T ¥ 90 Width

190.0 170.0 150.0 130.0

Temp_Get 19.9[dc]
9.36[us]
X_Acq_Time 0.83361792[s]
X_Angle 30[deg]
X_Atn 3[dB]
X_Pulse 3.12[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn Noe = 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




6.0

Bl’\)j\N/\/\/\/OH
9a-A

6.14

3.84

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

a— alo [ trapezoid( 0[%], O[%], 80[%], 100[%] )
R g 2 2 zerofill( 1 )
4 f£t( 1, TRUE, TRUE )
=3 s
1 / = machinephase
1 < ppm
=]
=
1 Filename KM2-124-4_proton-1-4.3df
1 Author delta
1 Experiment proton. jxp
1 Sample_Id KM2-124-4
] Solvent CHLOROFORM-D
] Actual_Start_Time = 12-JUN-2020 12:54:40
] Revision Time = 17-AUG-2020 17:51:58
<] Comment = single_pulse
] Data_Format 1D COMPLEX
] Dim Size 13107
B X_Domain Proton
] Dim Title Proton
] Dim_Units [ppm]
] Dimensions X
] Site JNM-ECX500
] Spectrometer = DELTA2_NMR
< Field_Strength = 11.7473579[T] (500 [MHz])
o X_Acq Duration 1.74587904[s]
1 X_Domain = 1H
1 X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
1 X_Points 16384
1 X_Prescans 1
1 X_Resolution 0.57277737[Hz]
1 X_Sweep 9.38438438[kHz]
o X_Sweep_Clipped 7.50750751 [kHz]
= Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
1 Irr Offset 5.0[ppm]
1 Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0 [ppm]
2 ] Clipped FALSE
g ] Scans 8
= Total_Scans =8
B e A LJ L Ll i
< jl Relaxation_Delay
R M o e A e L B ML I [ PRSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get
X_90_Width 13.7[us]
FAS SNy £ SOl
X_Angle 45[deg]
~ S\ — 00 N WO A O NS ORANNT VN — OO I X Atn 4[dB]
® SCImmaSR® SXOWON AN =SB B S
< X o m@Adaa nnwmnn T T T @ oo nd X Pulse 6.85[us]
e © e en e en e e —— == === === =~ =~ 3 Irr Mode off
X : parts per Million : Proton Tri_Mode = Off
(=g
S
o0 ] O dED L
] Br\)l\N/\/\/\/OH
o ] H —---- PROCESSING PARAMETERS ----
S 9a-A dc_balance( 0, FALSE )
=1 sexp( 2.0[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
q zerofill( 1 )
4 ££ft( 1, TRUE, TRUE )
o ] machinephase
23 ppm
S ]
7]
] Filename = KM2-124-2_carbon-1-2.jdf
] Author delta
] Experiment carbon. jxp
] Sample_Id RKM2-124-2
o ] Solvent CHLOROFORM-D
S Actual_Start_Time = 20-JUL-2020 20:19:38
~ ] Revision_Time = 22-JUL-2020 09:40:16
] Comment = single pulse decoupled ga
] Data_ Format 1D COMPLEX
= Dim_Size = 26214
=5 X_Domain Carbon
@] Dim_Title Carbon13
] Dim_Units [ppm]
] Dimensions X
] Site JNM-ECX500
o ] Spectrometer = DELTA2_NMR
S
g Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
] X_Domain 13c
] X_Freq 125.76529768 [MHz]
o] X _Offset 100 [ppm]
=k X_Points 32768
—1] X_Prescans 4
] X_Resolution 1.19959034[Hz]
1 X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton
= Irr_Freq 500.15991521 [MHz]
@ i Irr_Offset = 5.0[ppm]
2 | Clipped FALSE
= Scans 1116
g Total_Scans = 1116
22
= Relaxation Delay = 2[s]
= Recvr_Gain 60
~ Temp_Get 23.6[dC]
T T T T T T T T T T T T T T T T T e T ¢ 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
AL 1IN
X_Pulse 3.12[us]
A 2s8Q = RIRolT Irr Atn_Dec 20.54[dB]
N a S ©~ SV oA Irr_Atn_Noe 20.54[dB]
2 [N Q FAZIILK Irr_Noise WALTZ
s - Irr_Pwidth 92[us
X : parts per Million : Carbon13 Decoupling = TR(SE !




] T
] P
] 5 52z ] JEOL
. 2 2)a)a /2
g
o] —---- PROCESSING PARAMETERS ----
1 dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
] Ng\)l\ /\/\/\/OH £ft( 1, TRUE, TRUE )
q ” machinephase
p 9a-B e
]
1 Filename KM2-126-1_proton-1-4.3df
] Author delta
] Experiment proton. jxp
<] Sample_Id KM2-126-1
< Solvent CHLOROFORM-D
1 Actual_Start_Time = 12-JUN-2020 20:13:00
1 Revision Time = 22-JUL-2020 21:13:33
] Comment = single_pulse
] Data_Format 1D COMPLEX
1 Dim Size 13107
=N X_Domain Proton
] Dim Title Proton
] Dim_Units [ppm]
] Dimensions X
] Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
< X_Domain = 1H
[ | X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
1 X_Points 16384
1 X_Prescans 1
] X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
o Irr_Domain Proton
= Irr_Freq 500.15991521 [MHz]
1] Irr Offset 5.0[ppm]
] Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0 [ppm]
2 B Clipped FALSE
g JL LJ Scans 8
=] Total_Scans =8
2 1 LJLW Lt B
| <] - Relaxation_Delay
T B e L A e L e e [ PRSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.9[dC]
X_90_Width 13.7[us]
| | ) = |me e
X_Angle 45[deg]
I 0 MALOANT AN =N T~ T AO —~ 1Al 0O < X Atn 4[dB]
» aQ BT RN - ORE AN OX DD N NN DS BRSNSt F T o o
3 N Fe MmN nnninnnn T IIannenaaaadX Pulse 6.85[us]
L ~ - 1N N NN N N N — = = = — — — — — ] Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
-] JEOL
-
N O —---- PROCESSING PARAMETERS ----
-1 dc_balance( 0, FALSE )
] N3\)L ANNNOH sexp( 2.0[Hz], 0.0[s] )
B N trapezoid( 0[%], O[%], 80[%], 100[%] )
—3 H 9a-B zerofill( 1 )
-1 C £ft( 1, TRUE, TRUE )
] machinephase
El ppm
< 4
S
S g
E| Filename = KM2-126-2_carbon-1-2.jdf
E Author delta
Experiment carbon. jxp
1 Sample_Id KM2-126-2
] Solvent CHLOROFORM-D
E| Actual_Start Time = 15-JUN-2020 12:59:49
~ ] Revision_Time = 15-JUN-2020 13:47:24
=T
E Comment = single pulse decoupled ga
3 Data_Format 1D COMPLEX
© ] Dim_Size = 26214
=7 X_Domain Carbon
E| Dim Title Carbonl3
] Dim_Units [ppm]
“ ] Dimensions X
=T Site JNM-ECX500
] Spectrometer = DELTAZ_NMR
<1 Field Strength = 11.7473579[T] (500 [MHz])
S X_Acq_Duration 0.83361792[s]
E| X_Domain 13c
E| X_Freq 125.76529768 [MHz]
] X _Offset 100 [ppm]
4 X_Points 32768
<9 X_Prescans r
] X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
N4 X_Sweep_Clipped = 31.44654088[kHz]
<1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
3 Irr Offset = 5.0[ppm]
— 1 Clipped FALSE
8 < Scans 183
£ 1 Total_Scans =183
= ]
S =] d Relaxation_Delay = 2[s]
El WMWW | Recvr_Gain 60
G Temp_Get 21.5[dcC]
T T T T T T T T T [ T T T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
AL L LK
X_Pulse 3.12[us]
2 x8Q = 54 X2A238 Irr_Atn_Dec 20.54[dB]
" a S~ n N=) N AT A Irr_Atn_Noe 20.54[dB]
g EES @ §  2d3%8% Toz_Noise naurz
s - rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TR(SE !




1 g
] - JEOL
=1
]
] - (o N
] o*% (=] > =3 —---- PROCESSING PARAMETERS ----
q = ool B dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s] )
= fg trapezoid( 0[%], O[%], 80[%], 100[%] )
=~ S zerofill( 1 )
- £ft( 1, TRUE, TRUE )
1 machinephase
q ppm
S il
© Q B
1 N3\)l\ ANSNO
] 3 Cl Filename KM2-132-1_proton-1-3.jdf
] % [} Author delta
] Experiment proton. jxp
Sh Sample_Id KM2-132-1
w4 Solvent CHLOROFORM-D
] Actual_Start_Time = 17-JUN-2020 15:35:06
] Revision Time = 22-JUL-2020 21:12:43
] Comment = single_pulse
q Data_Format 1D COMPLEX
<] Dim Size 13107
~ X_Domain Proton
] Dim Title Proton
q Dim_Units [ppm]
] Dimensions X
q Site JNM-ECX500
=1 Spectrometer = DELTA2_NMR
e Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
] X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
-1 X_Points 16384
<l X_Prescans 1
] X_Resolution 0.57277737[Hz]
q X_Sweep 9.38438438[kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
o T Irr Offset 5.0[ppm]
-] Tri_Domain Proton
i Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0 [ppm]
2 1 Clipped FALSE
g Scans :
= Total_Scans =
_g o l.A ,/\\ A J .
< f Relaxation Delay =
T T T T T T T T T T T T T T T [T T T T T T T [T T T T Recvr Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.7[dC]
X_90_Width 13.7[us]
| | e S
X_Angle 45[deg]
< =3 — AN NN FTOTNANDSOC NIV TFTOANRDNN T WV en I X Atn 4[dB]
& = i A2 A~ S XSO R DIFIOXEDTLTAXECHTAN =S O %N S
o a « QO A AAREREEE NN N T I ET LT T o dS X Pulse 6.85[us]
L ~ ~ -3 T F NN = = =~ — — — — — ] Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
= JEOL ;
] cl
] N3
o o) —---- PROCESSING PARAMETERS ----
P Na\)]\ P dc_balance( 0, FALSE )
] N Cl sexp( 2.0[Hz], 0.0[s] )
] i 9a (o] trapezoid( O[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
| £ft( 1, TRUE, TRUE )
*® ] machinephase
=7
] ppm
=~ ]
=
] Filename = KM2-132-1_carbon-1-2.jdf
] Author delta
] Experiment carbon. jxp
2] Sample_Id KM2-132-1
< Solvent CHLOROFORM-D
] Actual_Start Time = 17-JUN-2020 17:38:24
] Revision_Time = 19-JUN-2020 11:30:59
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX
] Dim_Size = 26214
] X_Domain Carbon
] Dim Title Carbonl3
<+ ] Dim_Units [ppm]
= Dimensions X
] Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
“ X_Acq_Duration 0.83361792[s]
S X_Domain 13c
] X_Freq 125.76529768 [MHz]
] X _Offset 100 [ppm]
] X_Points 32768
~ ] X_Prescans 4
=7 X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
q X_Sweep_Clipped = 31.44654088[kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
-3 Irr_Offset = 5.0[ppm]
S Clipped FALSE
o ] Scans 126
2 1 Total Scans = 126
S ] .
g o Relaxation_Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 21.1[dc]
T T T T T T T T T T e e IO 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N NIEEVIN
X_Pulse 3.12[us]
25 S8R 23893 N 8ex383 Irr Atn_Dec 20.54[dB]
< %0 Q== q a3~ o ~ ISIRT A e Irr_Atn_Noe 20.54[dB]
gd 5Ea% EEES o aazss Toz_Noise oo
s == === rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




6.0 7.0 8.0 9.0 10.0 11.0 12.0

5.0

3.0

2.0

1.0

abundance

; OMs 3 JEOL ;
E o
] BOC ---- PROCESSING PARAMETERS ----
E dc_balance( 0, FALSE )
] 9b_A sexp( 0.2[Hz], 0.0[s] )
3 trapezoid( 0[%], O[%], 80[%], 100[%] )
E zerofill( 1 )
1 f£t( 1, TRUE, TRUE )
E machinephase
E ppm
] Filename KM3-56-2_proton-1-2.jdf
3 Author delta
E Experiment proton. jxp
] Sample_Id KM3-56-2
] Solvent CHLOROFORM-D
E| Actual_Start Time 4-SEP-2020 19:52:59
E Revision Time = 4-SEP-2020 19:52:11
Bl Comment = single_pulse
] Data_Format 1D COMPLEX
4 - Dim_Size 13107
1 < X_Domain Proton
] =~ Dim_Title Proton
] Dim Units [ppm]
] Dimensions X
E Site JNM-ECX500
] - Spectrometer = DELTA2_NMR
| =3
k| « Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
] X_Freq 500.15991521 [MHz]
k! X_Offset 5.0[ppm]
E| X X_Points 16384
= — X_Prescans 1
] - X_Resolution 0.57277737[Hz]
3 < o X_Sweep 9.38438438[kHz]
k! - E X_Sweep_Clipped 7.50750751 [kHz]
3 - 7 Irr_Domain Proton
] N Irr_Freq 500.15991521 [MHz]
1 Irr Offset 5.0 [ppm]
3 Tri_Domain Proton
q Tri_Freq 500.15991521 [MHz]
B Tri_Offset 5.0[ppm]
] Clipped FALSE
] Scans 8
] Total_Scans =8
Bl Relaxation_Delay
T o e e e R s e e [ VOB
9.0 8.0 7.0 4.0 3.0 R R 0 Temp_Get = 23.7[dC]
X_90_Width 13.7[us]
/\ \ ‘\ ‘ /%\‘\\‘\\ ‘ X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
& 2823 992 SRSESRo8aS g |Xawm 4a2)
N. A=< RS < QAR e S X_Pulse 6.85[us]
o = TS @ « - < Irr_Mode Off
X : parts per Million : Proton Tri_Mode = Off

1.7 1.8 1.9

1.6

1.3 14

1.2

1.0

02 03 04 05 06 0.7 08 0.9

0.1

abundance

OMs

Boc

9b-A

S

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

X : parts per Million : Carbon13

154.489

AN

79.833
77.248
77.000
76.742
69.560

46.830 —
37.111 —

AN

o
<
~
]

28.402
23.662

machinephase
ppm

Filename = KM3-56-3_carbon-1-2.3jdf
Author delta

Experiment carbon. jxp

Sample_Id KM3-102-2

Solvent CHLOROFORM-D
Actual_Start Time = 23-OCT-2020 14:51:38
Revision_Time = 23-0CT-2020 15:37:19
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size = 26214

X_Domain Carbon

Dim_Title Carbon13

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTAZ_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 1.19959034 [Hz]

X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE

Scans 582

Total_Scans = 582

Relaxation Delay = 2[s]

Recvr_Gain 60

Temp_Get 40[dc]
X_90_Width 9.36[us]
X_Acq_Time 0.83361792[s]
X_Angle 30[deg]

X_Atn 3[dB]

X_Pulse 3.12[us]

Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




2.0 3.0 4.0 5.0 6.0

1.0

abundance

f { d<M JEOL 5
] N =
] Boc
—---- PROCESSING PARAMETERS ----
] 9b-B dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
- zerofill( 1 )
4 f£t( 1, TRUE, TRUE )
] machinephase
1 ppm
3 Filename KM3-57-1_proton-1-2.jdf
1 Author delta
1 Experiment proton. jxp
] Sample_Id KM3-57-1
] Solvent CHLOROFORM-D
] Actual_Start_Time 3-SEP-2020 14:54:00
] Revision Time = 3-SEP-2020 15:08:11
] Comment = single_pulse
- Data_Format 1D COMPLEX
1 Dim Size 13107
1 I Y X_Domain Proton
1 - o Dim Title Proton
1 Dim_Units [ppm]
1 Dimensions X
1 Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
7] X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
] X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
] X_Points 16384
] X_Prescans 1
] X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
1 X_Sweep_Clipped 7.50750751 [kHz]
B Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
q Irr Offset 5.0[ppm]
7 Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
1 Tri_Offset 5.0 [ppm]
1 Clipped FALSE
] Scans 8
] Total_ Scans =8
.
] Relaxation_Delay
T T T T T T T T T T T T T T T [T T [T T T T[T T T T T T Recvr Gain
9.0 8.0 7.0 2.0 Temp_Get = 23.9[dC]
X_90_Width 13.7[us]
/ / }\\\ /j\ y\\ X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
& 2228888 2833883 g |Xawm 4a2)
N. Qe ¥ A Sxexxeeew S X_Pulse 6.85[us]
o = €M e < Irr_Mode Off
X : parts per Million : Proton Tri_Mode = Off

1.2

(I~
N

Boc

0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1.0

0.1

abundance

9b-B

A\

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[],
zerofill( 1 )

0[%], 80[%], 100[%] )

£ft( 1, TRUE, TRUE )

-

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

e

153.236

X : parts per Million : Carbon13

78.494
55955 —
52502 —
46.264 —
40.016

f

< o
v, %o
*® o
[oNE=N
o

39.520
39.348

©
%
=N
A

27.883
22.694

machinephase
ppm

Filename = KM3-57-5_carbon-1-2.jdf
Author delta

Experiment carbon. jxp

Sample_Id KM3-57-5

Solvent DMSO-D6

Actual_Start_Time
Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq Duration
X_Domain
X_Freq
X_Offset
X_Points
X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain
Irr_Freq

Irr Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get
X_90_Width
X_Acq_Time
X_Angle

X Atn
X_Pulse
Irr_Atn Dec
Irr_Atn_Noe
Irr_Noise
Irr_Pwidth
Decoupling

12-DEC-2020 16:03:53
= 25-DEC-2020 14:40:38

= single pulse decoupled ga
1D COMPLEX

26214

Carbon

Carbonl3

[ppm]

X

JNM-ECX500
= DELTA2_NMR

= 11.7473579[T] (500 [MHz])
0.83361792[s]
13c

125.76529768 [MHz]
100 [ppm]

32768

4

1.19959034 [Hz]
39.3081761[kHz]
= 31.44654088[kHz]
Proton
500.15991521 [MHz]
= 5.0[ppm]

FALSE

1024

= 1024

9.36[us]
0.83361792[s]
30[deg]

3[dB]
3.12[us]
20.54[dB]
20.54[dB]
WALTZ

92[us]

TRUE




<1
7
o] JEOL
-7 N X
] BocHN™ """ =
— ---- PROCESSING PARAMETERS ----
] 9b-E O N dc_balance( 0, FALSE )
=1 3 sexp( 0.2[Hz], 0.0[s] )
=] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
O 5 £ft( 1, TRUE, TRUE )
- machinephase
] ppm
1
1
“ 4 Filename KM3-59-1-2_proton-1-2.jdf
1 Author delta
] Experiment proton. jxp
Sample_Id KM3-59-1-2
] Solvent CHLOROFORM-D
-1 Actual_Start Time = 20-OCT-2020 19:43:04
- Revision Time = 20-0CT-2020 21:10:04
o ] I Comment = single_pulse
-7 4 Data_Format 1D COMPLEX
] Dim_Size 13107
o X_Domain Proton
< Dim_Title Proton
] Dim_Units [ppm]
* Dimensions X
S 4 Site JNM-ECX500
] o Spectrometer = DELTA2_NMR
=] s (& ~ “ -
S = |« = = Field Strength = 11.7473579[T] (500 [MHz])
o] - X _Acq Duration = 1.74587904[s]
= - [ 5 [8 X_Domain =1H
] = o Y= X_Freq 500.15991521 [MHz]
“ ] [d < X offset 5.0 [ppm]
= X_Points 16384
] X_Prescans 1
< ] X_Resolution 0.57277737 [Hz]
= X_Sweep 9.38438438[kHz]
q X_Sweep_Clipped 7.50750751 [kHz]
e Irr_Domain Proton
=¥ Irr Freq 500.15991521 [MHz]
] Irr_Offset 5.0[ppm]
N Tri_Domain Proton
o Tri_Freq 500.15991521 [MHz]
2 ] Tri_Offset 5.0[ppm]
- Clipped FALSE
g S Scans 8
I | \ Total_Scans =8
2 o | L
«© 1 Relaxation Delay
L L L L L B L L L L UL S WIS (ot
9.0 8.0 7.0 6.0 5.0 4.0 1.0 0 Temp_Get = 17.7[dc]
X 90 Width 13.7[us]
/ __ \\ X_Acq_Time 1.74587904[s]
O+ PPN AOE — — I~ 0~ Al 0 =~ O — O — N oo QO IR B e = X Angle 45[deg]
O — DN XV DR TORXRRXONN —~ORNSOO =X — OO .~ O 0wt oo g X Atn 4[dB]
NNCOOYITILILITMONNMN === AASSRN QR R neamenandSS Iy puise 6.85[us]
SFeaenencnonenoeoeneneeneneenon ool ool — o~ o — -—'-—'v—'v—'v—'v—OOCII;r Mode Off
X : parts per Million : Proton Tri_Mode = Off
O 4
] JEOL
b N
0 ]
S BocHN TN
=7
] 9b-E (0] ---- PROCESSING PARAMETERS ----
= N3 dc_balance( 0, FALSE )
= sexp( 2.0[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
—— f£ft( 1, TRUE, TRUE )
S machinephase
o ppm
o‘ 4
o‘ 4
] Filename = KM3-59-1_carbon-1-2.jdf
— 1 Author delta
<7 Experiment carbon. jxp
1 Sample_Id KM3-59-1
o ] Solvent CHLOROFORM-D
= Actual_Start Time = 4-SEP-2020 19:19:50
<] Revision_Time = 4-SEP-2020 19:50:40
3 Comment = single pulse decoupled ga
S A Data_ Format 1D COMPLEX
] Dim_Size = 26214
o~ X_Domain Carbon
2 Dim Title Carbon13
<] Dim Units [ppm]
o ] Dimensions X
S Site JNM-ECX500
S Spectrometer = DELTA2_NMR
o Field Strength = 11.7473579[T] (500 [MHz])
= X_Acq_Duration 0.83361792[s]
q X_Domain 13c
<+ ] X_Freq 125.76529768 [MHz]
S X _Offset 100 [ppm]
S X_Points 32768
] X_Prescans 4
2 X_Resolution 1.19959034[Hz]
S X_Sweep 39.3081761 [kHz]
q X_Sweep_Clipped = 31.44654088[kHz]
o ] Irr_Domain Proton
S Irr_Freq 500.15991521 [MHz]
<] Irr_Offset = 5.0[ppm]
1 Clipped FALSE
8 31 Scans 357
g S Total_Scans = 357
E | | Relaxation_Delay = 2[s]
2 ‘ \ ‘ Recvr_Gain 60
« \‘n”‘m‘lulml‘ h‘ “Mlu“\\ﬂﬂmh‘ N AT Y 1 I \‘ L JLL‘\ IR TR m‘mu uh” ] mhlm | LH‘HMI‘H\ [| Temp_Get 24[dc)
X_90_Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
o R .
X_Pulse 3.12[us]
o = ogBSn 953 LODuSQRg Iex_Atn Dec 20.54 [dB]
= S SonaSe mmY 0 RR TS A= Irr_Atn_Noe 20.54[dB]
g 0 2EREE 245 $33X583% Toz_Noise oo
s = - rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




B I
— o
]
i N3\)L N lJEDL
<4 N
N H b e} Ny
o —---- PROCESSING PARAMETERS ----
-] dc_balance( 0, FALSE )
o0 3 sexp( 0.2[Hz], 0.0[s] )
>4 trapezoid( O[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
~ ] £ft( 1, TRUE, TRUE )
-7 machinephase
] ppm
e
=]
R
4 Filename KM3-66-2_proton-1-3.jdf
1 Author delta
en ] Experiment proton. jxp
-] sample_Id KM3-66-2
] Solvent CHLOROFORM-D
N Actual_Start Time = 11-SEP-2020 10:02:46
— 1 Revision_Time = 23-0CT-2020 19:50:30
= Comment = single_pulse
] 3 Data_Format 1D COMPLEX
o] g Dim_Size 13107
— 2 X_Domain Proton
] - Dim_Title Proton
N <« Dim Units [ppm]
S 1 0 Dimensions X
o ] Fo A © site JNM-ECX500
= < ir Mo o Spectrometer = DELTA2_NMR
1 o > =) s
=~ 1 2 S & - Field Strength = 11.7473579[T] (500 [MHz])
ST = = ; j X_Acq Duration 1.74587904[s]
] X_Domain = 1H
o4 X_Freq 500.15991521 [MHz]
< X_Offset 5.0[ppm]
“ ] X_Points 16384
2 X_Prescans 1
] X_Resolution 0.57277737[Hz]
<+ 1 X_Sweep 9.38438438 [kHz]
=g X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
e Irr Freq 500.15991521 [MHz]
= Irr Offset 5.0[ppm]
1 Tri_Domain Proton
a4 Tri_Freq 500.15991521 [MHz]
o <1 Tri_Offset 5.0[ppm]
21 Clipped FALSE
5 < Scans 8
R Total_Scans =8
2 o4 A L L v |
< 1 Relaxation_Delay
I T o o o L B PN A B e [ POMBNA I
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.6[dC]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
=== = X_Angle 45[deg]
OO OCNAE XN N —FTOOATTFTNOONDLTATNNVNOUN NWVNWXMNAN —F 00O — 1000w —rmiisO X Atn 4[dB]
O~ e~ S AN O R B L O LI IO LT NN~ R OB NN O RAR DN U DN R IATROOIN = DR B S A
AIAARETOIIILITIIITIONONMMEIOARAAISSSSSRRARRATREL GG 80N M 1 nT T A n S X Pulse 6.85[us]
NS NN AN NNt enenenenen e oo = = = = = = = = = = = = = = — — — — O Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
= JEOL
S
]
< ] —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
21 sexp( 2.0[Hz], 0.0[s] )
= trapezoid( O[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
2 - f£ft( 1, TRUE, TRUE )
] machinephase
<] ppm
o]
S
<] Filename = KM3-66-1_carbon-1-2.3jdf
] Author delta
g - Experiment carbon. jxp
] Sample_Id KM3-66-1
] Solvent CHLOROFORM-D
2 Actual_Start Time = 9-SEP-2020 16:28:43
S Revision_Time = 9-SEP-2020 17:12:12
0 ] Comment = single pulse decoupled ga
2] Data_Format 1D COMPLEX
<] Dim Size = 26214
] X_Domain Carbon
= Dim_Title Carbon13
S Dim Units [ppm]
] Dimensions X
S site JNM-ECX500
o‘ 4 Spectrometer = DELTAZ_NMR
w ] Field Strength = 11.7473579[T] (500 [MHz])
= X_Acq_Duration 0.83361792[s]
<] X_Domain 13c
] X_Freq 125.76529768 [MHz]
I X_Offset 100 [ppm]
S X_Points 32768
1 X_Prescans 4
e ] X_Resolution 1.19959034 [Hz]
<S4 X_Sweep 39.3081761 [kHz]
e ] X_Sweep_Clipped = 31.44654088 [kHz]
] Irr_Domain Proton
IS Irr Freq 500.15991521 [MHz]
< Irr Offset = 5.0[ppm]
] Clipped FALSE
8 3] Scans 588
=g Total_Scans = 588
2 Relaxation Delay = 2[s]
B J j l Recvr_Gain 60
Ol o b it L e vt b g by Lt lll L g b L) 22.3(dcC]
X_90_Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N NN
X_Pulse 3.12[us]
g3 289 R R X Iiz_Atn Dec 20.541a3)
S 9 a3 mE=3S8coFan Irr_Atn_Noe 20.54[dB]
g g EEE gddsazagsay tretoise iz
- Pl rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




] 10) _
o K JEOL
=9 O
] N
] |
1 N3 H (] Br ---- PROCESSING PARAMETERS ----
q dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s] )
o 9c-B trapezoid( 0[%], 0[%], 80[%], 100[%] )
3 zerofill( 1, TRUE )
1 £ft( 1, TRUE, TRUE )
] machinephase
q ppm
<]
e g (g (g
] i ~ = Filename KM4-67-2_proton-1-2.jdf
1 Author delta
1 Experiment proton. jxp
] sample_Id KM4-67-2
4 Solvent CHLOROFORM-D
o A Actual_Start_Time = 10-MAR-2021 14:25:45
<] Revision_Time = 10-MAR-2021 15:21:16
] Comment = single_pulse
q =4 S - Data_Format 1D COMPLEX
] o I F [ Dim Size 13107
] — X_Domain Proton
1 Dim Title Proton
<o Dim_Units [ppm]
] Dimensions X
] 2 site INM-ECX500
1 5 Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
q X_Acq_Duration 1.74587904[s]
1 X_Domain = 1H
< X_Freq 500.15991521 [MHz]
7] X_Offset 5.0[ppm]
1 X_Points 16384
] X_Prescans 1
] X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
q X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
<] Irr_Freq 500.15991521 [MHz]
— Irr Offset 5.0[ppm]
7 Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
38 i Tri_Offset 5.0[ppm]
EE. Clipped FALSE
s ] Scans 8
Total_Scans =8
IS A ]
«© 1 Relaxation Delay
L L L e B L L L U S WIS o
9.0 8.0 6.0 1.0 0 Temp_Get = 16.1[dC]
X_90_Width 13.7[us]
/ \K‘\ % X_Acq_Time 1.74587904(s]
— X_Angle 45[deg]
DA TFT IR~ AN —~FT RO —~RNTDNRXTFTAIVLON— OO et
OO T OO~ AT NN~ —O0O DDLU OWNTO-CD OO X_Atn 4[dB]
AmoocdmadaTnnanAddNd®XenELYeYe e nnnnnnnnd S X Pulse 6.85[us]
I R R R N e R e R R R R e R Rl R Rl e R i B K] Irr Mode off
X : parts per Million : Proton Tri_Mode = Off
o]
=5 B JEOL
] (0)
~ ] N
‘_fi ] —---- PROCESSING PARAMETERS ----
<] dc_balance( 0, FALSE )
] Ns H o Br sexp( 2.0[Hz], 0.0[s] )
3 trapezoid( 0[%], O[%], 80[%], 100[%] )
] a zerofill( 1, TRUE )
hals 9c-B £ft( 1, TRUE, TRUE )
<3| machinephase
] ppm
!
=i
B Filename = KM4-67-1_carbon-1-2.jdf
-1 Author delta
— Experiment carbon. jxp
<] Sample_Id KM4-67-1
] Solvent CHLOROFORM-D
! Actual_Start Time = 10-MAR-2021 09:32:18
o] Revision_Time = 10-MAR-2021 10:35:13
S
=3 Comment. = single pulse decoupled ga
] Data_]?ormat 1D COMPLEX
3 Dim_Size = 26214
] X_Domain Carbon
S Dim_Title Carbon13
S | Dim_Units [ppm]
] Dimensions X
3 Site JNM-ECX500
] Spectrometer = DELTAZ_NMR
wv ]
<4 Field Strength = 11.7473579[T] (500 [MHz])
< X_Acq_Duration 0.83361792([s]
] X_Domain 13c
= X_Freq 125.76529768 [MHz]
e ] X _Offset 100 [ppm]
S X_Points 32768
<] X_Prescans 4
] X_Resolution 1.19959034[Hz]
! X_Sweep 39.3081761 [kHz]
q X_Sweep_Clipped = 31.44654088[kHz]
=4 Irr_Domain Proton
S Irr_Freq 500.15991521 [MHz]
] f 1 Irr Offset = 5.0[ppm]
Clipped FALSE
3 Scans 513
2z Total_Scans = 513
<3 )
s 7 Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 15.3[dC]
T T T T T T T T T T T e O IO 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N AN NS
X_Pulse 3.12[us]
o g PR IR PR EE R 17z _Atn Dec 20.54aB]
woox ASE Mot vsSaaST St min Irr_Atn_Noe 20.54[dB]
e ¥ EEfgodegIansnagsy Toz_Noise oo
1 - — rr 1 us
X : parts per Million : Carbon13 Decoupling = TRUE




7.46

o ‘ dEDL:}
O g

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
O N sexp( 0.2[Hz], 0.0[s] )

3 trapezoid( 0[%], O0[%], 80[%], 100[%] )
zerofill( 1, TRUE )
££t( 1, TRUE, TRUE )

I=2Z

9c

T T P
p4
w

o machinephase
” ppm

E = ~
] bR a =
E Filename KM4-68-1_proton-1-2.jdf
] I Author delta
E S Experiment proton. jxp
El Sample_Id KM4-68-1
| Solvent CHLOROFORM-D
E Actual_Start Time = 10-MAR-2021 18:40:58
] Revision Time = 10-MAR-2021 18:42:32
] Comment = single_pulse
E Data_Format 1D COMPLEX
Bl Dim_Size 13107
1 X_Domain Proton

Dim_Title Proton

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500([MHz])
1.74587904([s]

X_Domain = 1H

X Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]

X_Points 16384

X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped

0.57277737[Hz]
9.38438438 [kHz]
7.50750751 [kHz]

0 0.102030405060.70809101.112131415161.7 1.819 202122232425

Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
© Tri_Offset 5.0[ppm]
2 Clipped FALSE
k=) Scans 8
2 Jk Total_Scans =8
=
| °7 Relaxation_Delay =
T T T T T T T T T T T T T T [T T T [T T T T T T [T T T T Recvr Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get
X_90_Width 13.7[us]
A AN AN AN N— B s
X_Angle 45[deg]
v o 0 MO OCOOCNAN AR ——NWowt =S 0 O X Atn 4[dB]
@ = ¥ AR N S-S PN XA NN DOFTOBF O = oS X
A @ ScSeeSmAadd A== X%RRELQninaaa S X Pulse 6.85[us]
L ~ o © tTFFFF T AN~~~ =~~~ o~~~ — — — 3| Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
11 o JEOL ;
] 0)
: '\ll —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
< | N3 H (0] N sexp( 2.0[Hz], 0.0[s] )
] 3 trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1, TRUE )
q 9c ££t( 1, TRUE, TRUE )
q machinephase
] ppm
]
<]
] Filename = KM4-68-1_carbon-1-2.3jdf
] Author delta
1 Experiment carbon. jxp
1 Sample_Id KM4-68-1
q Solvent CHLOROFORM-D
e ] Actual_Start Time = 10-MAR-2021 18:43:11
=N Revision_Time = 10-MAR-2021 18:43:29
] Comment = single pulse decoupled ga
4 Data_Format 1D COMPLEX
] Dim_Size = 26214
] X_Domain Carbon
1 Dim Title Carbonl3
1 Dim_Units [ppm]
~ Dimensions X
=T Site JNM-ECX500
1 Spectrometer = DELTAZ_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
] X_Domain 13c
] X_Freq 125.76529768 [MHz]
1 X _Offset 100 [ppm]
1 X_Points 32768
= X_Prescans 4
1 X_Resolution 1.19959034[Hz]
1 X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
i Irr Offset = 5.0[ppm]
] Clipped FALSE
3 Scans 160
2o : Total_Scans = 160
<
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 16.2[dC]
T T T T T T T T T T T e e I T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N N -
X_Pulse 3.12[us]
5 oq 22973 grEeLgarnaon Iex_Atn Dec 20.54 [dB]
< “ NS 0 O ANnDS oSN Irr_Atn_Noe 20.54[dB]
g 3 EEST % 99922538885 Toz_Noise oo
s — rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




5.0

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

N ££t( 1, TRUE, TRUE )
3 machinephase
HO Ppm
O 9d-A
<
<~
Filename KM2-150-1_proton-1-3.jdf
Author delta
Experiment proton. jxp
sample_Id KM2-150-1
o | o Solvent CHLOROFORM-D
N S S Actual_Start_Time 1-JUL-2020 19:03:26
{“' [‘\‘ J“' Revision Time = 22-JUL-2020 21:15:41
=) X
- Comment = single_pulse
Data_Format 1D COMPLEX
Dim Size 13107
X_Domain Proton
Dim Title Proton
Dim_Units [ppm]
Dimensions X
Site JNM-ECX500
Spectrometer = DELTA2_NMR
2 Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904[s]
X_Domain = 1H
X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
X_Points 16384
X_Prescans 1
X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438[kHz]
o X_Sweep_Clipped 7.50750751 [kHz]
—_ Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
@ Tri_Offset 5.0 [ppm]
2 Clipped FALSE
8 Scans 8
= Total_Scans =8
2o L LL . Pl )
< ] Relaxation_Delay
T e L e 0 e e 8 L s e [ PORB P
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.9[dc]
X_90_Width 13.7[us]
/\ /\ X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
N-E=} —en <+ (=3 X Atn 4[dB]
pogd] 29 < S X_Pulse 6.85[us]
PR oo A S Irr_Mode off
X : parts per Million : Proton Tri_Mode = Off
]
i JEOL
N3
HO
—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
O 9d-A sexp( 2.0[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
f£ft( 1, TRUE, TRUE )
machinephase
ppm
N
=)
Filename = KM2-150-1_carbon-1-2.jdf
Author delta
Experiment carbon. jxp
Sample_Id KM2-150-1
Solvent CHLOROFORM-D
Actual_Start_Time 6-JUL-2020 17:42:42
Revision_Time = 6-JUL-2020 18:15:07
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX
Dim_Size = 26214
X_Domain Carbon
Dim Title Carbonl3
Dim_Units [ppm]
Dimensions X
— Site JNM-ECX500
d* Spectrometer = DELTAZ_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
| X_Acq_Duration 0.83361792[s]
X_Domain 13c
] X_Freq 125.76529768 [MHz]
X _Offset 100 [ppm]
1 X_Points 32768
X_Prescans 4
1 X_Resolution 1.19959034[Hz]
X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
1 Irr Offset = 5.0[ppm]
Clipped FALSE
[PR Scans 447
2 Total_Scans = 447
go
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 21.3[dc]
T T T T T T T T T T T T T T T e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N A
X_Pulse 3.12[us]
= 8 ¥2= z2s8Q z Irr Atn_Dec 20.54[dB]
~ a oo a3~ Q Irr_Atn_Noe 20.54[dB]
154 F 23X [N b Irr_Noise WALTZ
s - - === Irr_Pwidth 92[us
X : parts per Million : Carbon13 Decoupling = TR(SE !




] 1 N JEOL

1 N3\)J\N ANNNDO

1 |
A H 9d e} ---- PROCESSING PARAMETERS ----
el dc_balance( 0, FALSE )

1 sexp( 0.2[Hz], 0.0[s] )

] trapezoid( 0[%], O[%], 80[%], 100[%] )

] zerofill( 1 )

4 £ft( 1, TRUE, TRUE )

] machinephase

] ppm

4 f=2
< *
<] el

[ =3 o

1 ) q < < Filename KM3-2-2_proton-1-3.jdf

1 - N - o « Author delta

1 [ * Experiment proton. jxp

1 < Sample_Id KM3-2-2

1 Solvent CHLOROFORM-D

1 Actual_Start_Time 7-JUL-2020 15:13:09
o Revision_Time = 22-JUL-2020 21:11:20
A Comment = single_pulse

1 Data_Format 1D COMPLEX

1 Dim Size 13107

1 X_Domain Proton

q Dim Title Proton

1 Dim_Units [ppm]

1 Dimensions X

1 Site JNM-ECX500
o Spectrometer = DELTA2_NMR
ol Field Strength = 11.7473579[T] (500 [MHz])

1 X_Acq_Duration 1.74587904[s]

1 X_Domain = 1H

1 X_Freq 500.15991521 [MHz]

1 X_Offset 5.0[ppm]

] X_Points 16384

] X_Prescans 1

] X_Resolution 0.57277737[Hz]

] X_Sweep 9.38438438[kHz]
< X_Sweep_Clipped 7.50750751 [kHz]
-] Irr_Domain Proton

] Irr_Freq 500.15991521 [MHz]

i Irr Offset 5.0[ppm]

4 Tri_Domain Proton

i Tri_Freq 500.15991521 [MHz]

o ] Tri_Offset 5.0 [ppm]
2 ] Clipped FALSE
g | Scans 8
=] L Jk Total_Scans =8
3 L
| < Relaxation_Delay
N T o B e e 0 e 0 e e e [ PSR
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.4[dC]
X_90_Width 13.7[us]
AAL R A |+ S
X_Angle 45[deg]
< [ o N— N N A OTOONRXTNRDNDNAMO NN — > I X Atn 4[dB]
o < S oo & AT A" AN~ N B S AN SRR DLIRABEODTAS ARG o
S S Iaaq “ TOmOR N M AARRENEE SN LI LT YT YT n S X Pulse 6.85[us]
..,,00 % o~ © T FF AN NN = = = = = = — ] I7r Mode Off
X : parts per Million : Proton Tri_Mode = Off
e
-]
"] © Ns JEOL
i N3\)J\N/\/\/\/O
:".7 |_'| 9d O —---- PROCESSING PARAMETERS ----

] dc_balance( 0, FALSE )

] sexp( 2.0[Hz], 0.0[s] )
| trapezoid( 0[%], O[%], 80[%], 100[%] )
-] zerofill( 1 )

4 ££ft( 1, TRUE, TRUE )

] machinephase

= ppm

<] Filename = KM3-2-1_carbon-1-2.jdf
1 Author delta

] Experiment carbon. jxp
o Sample_Id KM3-2-1
<! Solvent CHLOROFORM-D

1 Actual_Start_Time 6-JUL-2020 20:02:12
o 1 Revision_Time = 6-JUL-2020 19:54:20
< Comment = single pulse decoupled ga

] Data_Format 1D COMPLEX
~ Dim_Size = 26214
<7 X_Domain Carbon

1 Dim Title Carbonl3

] Dim_Units [ppm]

2] Dimensions X
< site INM-ECX500

4 Spectrometer = DELTAZ_NMR
“ ]
= Field Strength = 11.7473579[T] (500 [MHz])

1 X_Acq_Duration 0.83361792[s]

] X_Domain 13c

X_Freq 125.76529768 [MHz]

] X _Offset 100 [ppm]

] X_Points 32768
] X_Prescans 4
o] X_Resolution 1.19959034[Hz]

q X_Sweep 39.3081761 [kHz]

] X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
< Irr_Freq 500.15991521 [MHz]

] Irr_Offset = 5.0[ppm]

— Clipped FALSE
3 <] Scans 68
2 Total_Scans = 68
s 1
g o Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 21.2[dc]
T T T T T T T T T T T e O IO 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
A LA NN
X_Pulse 3.12[us]
9% g gy 2293 T8 85383 TEx. Atn_Dec 20,54 (8]
< = a acse asSc o an IR Irr_Atn_Noe 20.54[dB]
gs g 885 EEEY %9 aagsyg Toz_Noise oo
s = - === rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




q ~
E =
EE ) JEOL
= \ Cl
] K --—— PROCESSING PARAMETERS ----
3 <+ dc_balance( 0, FALSE )
S S sexp( 0.2[Hz], 0.0[s] )
] A — trapezoid( 0[%], O[%], 80[%], 100[%] )
] — Cl zerofill( 1 )
] f£t( 1, TRUE, TRUE )
o] 5b OH o machinephase
6] i = ppm
1 =3 =]
1 (g &
Nl =3 =]
o ]
~
] Filename = KM2-40-6_proton-1-2.3jdf
] Author delta
] Experiment proton. jxp
o] sample_Id KM2-pro
Vi Solvent CHLOROFORM-D
] Actual_Start_Time = 14-SEP-2020 11:
] Revision Time = 14-SEP-2020 11:
] Comment = single_pulse
o1 Data_Format 1D COMPLEX
v Dim Size 13107
] X_Domain Proton
] Dim Title Proton
] Dim_Units [ppm]
] Dimensions X
<1 Site = JNM-ECX500
<1 Spectrometer = DELTA2_NMR
] Field_Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration = 1.74587904[s]
o ] X_Domain 1H
P X_Freq 500.15991521 [MHz]
q X_Offset 5.0[ppm]
] X_Points 16384
] X_Prescans 1
] X_Resolution 0.57277737[Hz]
< X_Sweep 9.38438438 [kHz]
o X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
o ] Tri_Domain Proton
= Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0 [ppm]
2 ] Clipped = FALSE
g ] Scans 8
EE JU Total_Scans =8
| <7 Relaxation Delay = 5[s]
R o A e e L e 0 BRI s [ PR 24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get 21.4[dC]
X_90_Width 13.7[us]
X_Angle 45[deg]
TOLFN -0 =0T DD THTOO NI RN —=OFRNDN —S O A — v I X Atn 4[dB]
B R R RN ] R R R N R N R R R RS R
NAEARITIIANAAAQA DRSS SRR e R8N nnnn g S X Pulse = 6.85[us]
A N N T RS R S S S AN AN~ = = = = = = — — — — — J Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
] \ o JEOL ;
=~
< 4 —---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
1 S sexp( 2.0[Hz], 0.0[s] )
q — Cl trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
B 5b OH ££ft( 1, TRUE, TRUE )
machi
ppm
]
S
] Filename = KM2-40-3_carbon-1-2.jdf
] Author delta
Experiment carbon. jxp
1 Sample_Id KM2-40-2
1 Solvent = CHLOROFORM-D
] Actual_Start_Time = 17-FEB-2020 17:
Revision_Time = 13-MAR-2020 18:
1 Comment single pulse decoupled ga
— Data_Format 1D COMPLEX
N Dim_Size 26214
S X_Domain Carbon
1 Dim_Title Carbon13
1 Dim_Units [ppm]
1 Dimensions X
] Site = JNM-ECX500
Spectrometer = DELTAZ_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
1 X _Acq Duration = 0.83361792[s]
] X_Domain 13c
X_Freq 125.76529768 [MHz]
= X _Offset 100 [ppm]
s X_Points 32768
] X_Prescans 4
] X_Resolution 1.19959034[Hz]
X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped 31.44654088 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
i Irr Offset = 5.0[ppm]
Clipped FALSE
o Scans 118
ER Total_Scans 118
g 1
E h M Relaxation Delay = 2[s]
B Recvr_Gain 60
g NIWMWWWWMMWMNIIh.uMLMMWMMMNHMWMWLMM”nklmmmmM\MhmlmwmhM MMW\MWIMMMMIMW“ WWM.N.WMMWMMNW Temp Gt 14,1601
i .36[us
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
A AN AN
X_Pulse 3.12[us]
5 g¥g neaesgan 5RS=g Irz_Atn Dec 20.54[dB]
N n o SRR ISR QA Irr_Atn Noe 20.54[dB]
2 985 EIUERERE SRRZEZ Toz_Noise naurz
o = =222 rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TR(SE !




< 2 (s
] M JEOL
] @ Ph
d Ph —---- PROCESSING PARAMETERS ----
! N Cl — dc_balance( 0, FALSE )
] — o o S sexp( 0.2[Hz], 0.0[s] )
o OH & < S trapezoid( 0[%], O[%], 80[%], 100[%] )
- 5c zerofill( 1 )
] £ft( 1, TRUE, TRUE )
] <+ machinephase
(=

] 3 ppm
=]
< | Filename KM4-27-2_proton-1-2.jdf

] Author delta

] Experiment proton. jxp

] sample_Id KM4-27-2

- Solvent CHLOROFORM-D

1 Actual_Start_Time = 13-JAN-2021 10:53:51

1 Revision Time = 13-JAN-2021 10:57:02
o1 Comment = single_pulse
o Data_Format 1D COMPLEX

1 Dim Size 13107

1 X_Domain Proton

1 Dim Title Proton

1 Dim_Units [ppm]

1 Dimensions X

] Site JNM-ECX500

] Spectrometer = DELTA2_NMR
<] Field Strength = 11.7473579[T] (500 [MHz])
7 X_Acq_Duration 1.74587904[s]

] X_Domain = 1H

] X_Freq 500.15991521 [MHz]

] X_Offset 5.0[ppm]

] X_Points 16384

1 X_Prescans 1

1 X_Resolution 0.57277737[Hz]

1 X_Sweep 9.38438438[kHz]
o1 X_Sweep_Clipped 7.50750751 [kHz]
= Irr_Domain Proton

1 Irr_Freq 500.15991521 [MHz]

b Irr Offset 5.0[ppm]

7 Tri_Domain Proton

1 Tri_Freq 500.15991521 [MHz]

o ] Tri_Offset 5.0[ppm]
2 ] Clipped FALSE
£ ] Scans 8
=] Total_Scans =8
2o ) L
< i Relaxation_Delay
T o e e L e ) B [ POy P
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 10.5[dC]
X_90_Width 13.7[us]
e A A P LR D
X_Angle 45[deg]
VN WXV MOWOMNMANST A AWV A DO T =0 MO —00 ATV N =00 0 MmO | X Atn 4[dB]
ST XBLF AN =S OnF T BED A AN—SBLONONASRARLE ONF T A ES| A
R R R R R R R R R R R R R nnY EEITIORARRARARRE NSNS SN G S| X Pulse 6.85[us]
Ll el el e S e e e e L o oen e LA AL~ = = e = = = = =~ — —~ O | Trr Mode Off
X : parts per Million : Proton Tri_Mode = Off
] Ph D
Cl — Ph ---- PROCESSING PARAMETERS ----

] dc_balance( 0, FALSE )

] 5c OH sexp( 2.0[Hz], 0.0[s] )

q trapezoid( 0[%], O[%], 80[%], 100[%] )

] zerofill( 1 )

4 £ft( 1, TRUE, TRUE )

o machinephase

< ppm

]

S Filename = KM4-27-2_carbon-1-2.jdf

] Author delta

] Experiment carbon. jxp

q Sample_Id KM4-27-2

] Solvent CHLOROFORM-D

1 Actual_Start Time = 13-JAN-2021 10:55:27
< ] Revision_Time = 13-JAN-2021 10:57:38
<]

] Comment = single pulse decoupled ga

4 Data_Format 1D COMPLEX

q Dim_Size = 26214

] X_Domain Carbon

q Dim Title Carbonl3
] Dim_Units [ppm]

S Dimensions X

] Site JNM-ECX500

4 Spectrometer = DELTAZ_NMR

] Field Strength = 11.7473579[T] (500 [MHz])

q X_Acq_Duration 0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]

1 X _Offset 100 [ppm]

] X_Points 32768

] X_Prescans 4

] X_Resolution 1.19959034[Hz]

q X_Sweep 39.3081761 [kHz]
=] X_Sweep_Clipped = 31.44654088[kHz]
< Irr_Domain Proton

] Irr_Freq 500.15991521 [MHz]

4 Irr Offset = 5.0[ppm]

] Clipped FALSE

o ] Scans 197
2 A1 Total_Scans =197
s ]
Qo
S Relaxation_Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 10.8[dC]
T T T T T T T T T [ T T T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
A A | L]
X_Pulse 3.12[us]
] 283 2=%2892 Q Q0 2 Irr_Atn Dec 20.54[dB]
3] - % AT S~ wn n o o Irr_Atn_Noe 20.54[dB]
2 a8 4 LEREREE 3 -4 = Loz Noise e
. = —-= = rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




] Me S
, = JEOL
o] N
e
] //\O (@) (0] ---- PROCESSING PARAMETERS ----
1Z 12 N S de_balance( 0, FALSE )
] S o sexp( 0.2[Hz], 0.0[s] )
o] o trapezoid( 0[%], O[%], 80[%], 100[%] )
% zerofill( 1 )
4 f£t( 1, TRUE, TRUE )
] machinephase
] ppm
<] s o
=1 = 2 &
4 =
] Filename KM4-38-1_proton-1-2.3jdf
= Author delta
<7 Experiment proton. jxp
] sample_Id KM4-38-1
] Solvent CHLOROFORM-D
] Actual_Start_Time = 24-JAN-2021 13:59:41
q Revision Time = 24-JAN-2021 14:44:25
o1
v Comment = single_pulse
] Data_Format 1D COMPLEX
] Dim Size 13107
] X_Domain Proton
q Dim Title Proton
=5 Dim_Units [ppm]
< Dimensions X
] Site JNM-ECX500
] Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
o X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
q X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
] X_Points 16384
| X Prescans 1
< X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438 [kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
] Irr Offset 5.0[ppm]
S Tri_Domain Proton
- Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0 [ppm]
2 ] Clipped FALSE
s ] Scans 8
s ] I Total_Scans =8
L
| <7 Relaxation_Delay
T T T T T T T T T T T T T T T T T T T T T T Recvr_Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 13.6[dc]
X_90_Width 13.7[us]
A\\\\ /\ A A \ X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
g9mgganxen eg GzRoo g | sam)
NN NN Qoo g = = S 0N TS S X_Pulse 6.85[us]
. I e L L S N-IN-NC NN <+ < aa A a = Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
1 e JEOL
® 3
= N
| o o —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
Z4 12 sexp( 2.0[Hz], 0.0[s] )
= trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
- ££ft( 1, TRUE, TRUE )
] machinephase
=] ppm
S ]
S
< Filename = KM4-38-1_carbon-1-2.3jdf
B Author delta
] Experiment carbon. jxp
] Sample_Id KM4-38-1
Solvent CHLOROFORM-D
] Actual_Start Time = 24-JAN-2021 14:01:31
] Revision_Time = 24-JAN-2021 14:45:14
oo ] Comment = single pulse decoupled ga
(=g Data_]?ormat 1D COMPLEX
<] Dim_Size = 26214
] X_Domain Carbon
! Dim Title Carbonl3
] Dim_Units [ppm]
S Dimensions X
= Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
g ] X_Acq_Duration 0.83361792[s]
S X_Domain 13c
] X_Freq 125.76529768 [MHz]
3 X _Offset 100 [ppm]
] X_Points 32768
IS X_Prescans 4
2 X_Resolution 1.19959034[Hz]
< X_Sweep 39.3081761 [kHz]
3 X_Sweep_Clipped = 31.44654088[kHz]
1 Irr_Domain Proton
| Irr_Freq 500.15991521 [MHz]
o 4 Irr Offset = 5.0[ppm]
3 | Clipped FALSE
g ] Scans 639
2 7 Total_Scans = 639
<
s <S4 Relaxation Delay = 2[s]
297 Recvr_Gain 60
R Temp_Get 13.8[dC]
T T T T T T T T T T T e e I T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
AL N R
X_Pulse 3.12[us]
ERLX = 255 S28Q3= =4 Irr Atn_Dec 20.54[dB]
— © a0 o NS~ ~ Irr_Atn_Noe 20.54[dB]
T8EAa & Taog NN < Irr_Noise WALTZ
s === - —-—— Irr_Pwidth 92[us
X : parts per Million : Carbon13 Decoupling = TR(SE !




i JEOL ;
, PR "N
i H ---- PROCESSING PARAMETERS ----
] O=P. dc_balance( 0, FALSE )
= 4a 1 Ph sexp( 0.2[Hz], 0.0[s] )
P trapezoid( 0[%], O[%], 80[%], 100[%] )
| Ph zerofill( 1 )
£ft( 1, TRUE, TRUE )
1 machinephase
1 ppm
] ® Pz$ a2 w Fil:name dmd;ll—32>2jroton—1—7.jdf
: it d d . Author lelta
1 e = JIEE fa s /= Experiment proton. jxp
] sample_Id KM1-32-2
Solvent CHLOROFORM-D
< Actual_Start_Time 6-AUG-2019 18:17:49
N Revision Time = 20-DEC-2019 18:43:14
] Comment = single_pulse
Data_Format 1D COMPLEX
1 Dim Size 13107
X_Domain Proton
1 Dim Title Proton
] Dim_Units [ppm]
Dimensions X
1 Site JNM-ECX500
| Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904[s]
1 X_Domain = 1H
< X_Freq 500.15991521 [MHz]
- X_Offset 5.0[ppm]
1 X_Points 16384
X_Prescans 1
] X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
b Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0 [ppm]
2 1 Clipped FALSE
k=) Scans 8
ISR J J Total_Scans =8
: o L I N J
|° Relaxation_Delay
L B A SR e s e e [ YO
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 24.4[dc]
I X_90_Width 13.7[us]
M‘Nm\\ X_Acq_Time 1.74587904[s]
= X_Angle 45[deg]
NN OO~ = 0NNV MOXVONNANNNEANASNTOTMNATTRAONO =P O T RO NN —O 0N O™ I X Atn 4[dB]
S e R N T T NN A =N N F AN O IN TN OO E O NI R OFAR NI IIAA NS NRR RS D S A
Sageerereeegg g InnNNIILIILLLTONOOARAAT—-==SSSRRRRRA NI LE S LSS Qe8I X Pulse 6.85[us]
T N N N N N N R N e e e e e T S N N N R e e e S S S R R N N S RS (P S IS IPS TP [P P SR S D= [ i VIO off
X : parts per Million : Proton Tri_Mode = Off
] O
9 ] H
< ---- PROCESSING PARAMETERS ----
4 O:P dc_balance( 0, FALSE )
1 4a ' “Ph sexp( 2.0[Hz], 0.0[s] )
] Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
££ft( 1, TRUE, TRUE )
1 machinephase
v ppm
o7
] Filename = KM1-32-3_carbon-1-5.jdf
] Author delta
] Experiment carbon. jxp
<] Sample_Id KM1-32-3
Solvent CHLOROFORM-D
] Actual_Start Time = 7-AUG-2019 13:51:17
] Revision_Time = 20-DEC-2019 18:58:37
Comment = single pulse decoupled ga
7 Data_]?ormat 1D COMPLEX
] Dim_Size = 26214
S X_Domain Carbon
] Dim Title Carbonl3
1 Dim_Units [ppm]
1 Dimensions X
] Site JNM-ECX500
4 Spectrometer = DELTAZ_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
= X_Acq_Duration 0.83361792[s]
] X_Domain 13c
] X_Freq 125.76529768 [MHz]
1 X _Offset 100 [ppm]
1 X_Points 32768
1 X_Prescans 4
] X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
- X_Sweep_Clipped = 31.44654088[kHz]
< Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
] Clipped FALSE
g Scans 152
2 A Total_Scans = 152
< .
g o Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 24.6[dC]
L L B B B L L B B B L s IV Y R T TS 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
/\ \ / \ X_Atn 3[dB]
— X_Pulse 3.12[us]
o TER9SE R8I LENBaRnrS3d2aR Irr_Atn Dec 20.54[dB]
AR oA e oo Ao o= Irr_Atn_Noe 20.54[dB]
& FIINNNddmmemaaldll884REREa SR Irz Noise ;2?“]
e == e e Rl e e e e Rl R rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0

1.0

4a O=p<

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

100 0 -10.0 -20.0 -30.0

36.303

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm

Filename KM1-32-2_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM1-32-2

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

23-AUG-2019 20:13:06
23-AUG-2019 20:25:37

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p

X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 128

Total_ Scans =128

Relaxation_Delay
Recvr_Gain

Temp_Get = 21.8[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




] z 0
] 5 H JEOL
] N
w
] Bn” N
B H —---- PROCESSING PARAMETERS ----
] O dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )
1 O:P\ trapezoid( 0[%], O[%], 80[%], 100[%] )
1 | Ph zerofill( 1 )
1 4b Ph ££t( 1, TRUE, TRUE )
1 machinephase
o ppm
4
] Filename KM1-33-2_proton-1-2.3jdf
Author delta
i Experiment proton.jxp
1 Sample_Id KM1-33-2
o 1 s g g " Solvent CHLOROFORM-D
P g ] j'\i fN‘ Actual_Start_Time 6-AUG-2019 18:24:44
1 = — Revision_Time = 6-AUG-2019 18:25:22
1 Comment = single_pulse
1 Data_Format 1D COMPLEX
1 Dim Size 13107
1 X_Domain Proton
] Dim Title Proton
] Dim_Units [ppm]
] Dimensions X
=} Site JNM-ECX500
[l Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
1 X_Domain = 1H
q X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
1 X_Points 16384
1 X_Prescans 1
] X_Resolution 0.57277737[Hz]
< X_Sweep 9.38438438 [kHz]
— X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
1 Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
38 1 Tri_Offset 5.0[ppm]
S ] Clipped FALSE
1 Total_Scans =8
2o . L A =
«© Relaxation Delay
L L B L B L L L e L L L B L L S ot
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 24.5[dC]
X_90_Width 13.7[us]
\I\ X_Acq_Time 1.74587904[s]
. — X_Angle 45[deg]
OO T 0N =0 =A== OS— N FTAODXDHEVMNANSDODOMOVMNOOOANXOTORDOTANG —
SN —O =D VOO OTFTTON =D TOANAN =D OVO-—OXVRXEOONNNA—— DD OF 0O - G X Atn 4[dB]
A R R N R R R R R AR AR IR R R R R R R R R R IEEEEENER A =Ry PN 6.85[us]
L e e e L e e e e e L e e o L o o e e e i e o o e i o e e e o e i i i B e I;r Mode Off
X : parts per Million : Proton Tri_Mode = Off
" H 8 JEOL ;
] Vd N
<1 Bn N
-] H ---- PROCESSING PARAMETERS ----
] o) dc_balance( 0, FALSE )
1 sexp( 2.0[Hz], 0.0[s] )
(el O:P\ trapezoid( 0[%], O[%], 80[%], 100[%] )
— | Ph zerofill( 1 )
] 4b Ph ££ft( 1, TRUE, TRUE )
machinephase
ppm
-1
== Filename = KM1-33-3_carbon-1-3.3jdf
1 Author delta
] Experiment carbon. jxp
NS Sample_Id KM1-33-3
S Solvent CHLOROFORM-D
1 Actual_Start_Time 7-AUG-2019 14:08:29
o 1 Revision_Time = 7-AUG-2019 15:10:31
< Comment = single pulse decoupled ga
] Data_Format 1D COMPLEX
~ Dim_Size = 26214
= X_Domain Carbon
] Dim Title Carbonl3
] Dim_Units [ppm]
e Dimensions X
< Site JNM-ECX500
] Spectrometer = DELTA2_NMR
Qj Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
q X_Domain 13c
<7 X_Freq 125.76529768 [MHz]
[=I X_Offset 100 [ppm]
1 X_Points 32768
e 1 X_Prescans 4
s X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped = 31.44654088[kHz]
(S Irr_Domain Proton
=i Irr_Freq 500.15991521 [MHz]
1 Irr Offset = 5.0[ppm]
-1 Clipped FALSE
3 S Scans 152
2 ] Total_Scans = 152
S ] .
= Relaxation Delay = 2[s]
2° Recvr_Gain 60
G Temp_Get 24.7[dc]
T T T T T T T T T T T e O T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
/\ X_Atn 3[dB]
- X_Pulse 3.12[us]
=g S R R 5 Irr_Atn Dec 20.54[aB]
e QAT ONAT NN XSO AG RN~ < Irr_Atn_Noe 20.54[dB]
&g SO NnmaadARARE8E5SERET e < Trr Nolse ‘9’2’;’”]
e - = e e e e e e rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

8.0

7.0

2.0 3.0 4.0 5.0

1.0

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

34.335

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM1-33-4_phosphorus-1-2.j
Author delta

Experiment carbon. jxp

Sample_Id KM1-33-4

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

26-AUG-2019 16:34:45
26-AUG-2019 18:10:46

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

= 11.7473579[T] (500 [MHz])
0.64487424[s]

Field Strength
X_Acq_Duration

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 128

Total_ Scans =128

Relaxation_Delay
Recvr_Gain

Temp_Get = 21.3[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




dEDL:}

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

] - sexp( 0.2[Hz], 0.0[s] )
- trapezoid( 0[%], O[%], 80[%], 100[%] )
1 1 Ph zerofill( 1 )
=3 4c Ph ££ft( 1, TRUE, TRUE )
el machinephase
1 ppm
© Filename KM1-145-1_proton-1-3.jdf
1 = d Author delta
] 2 Experiment proton. jxp
N 7 sample_Id KM1-145-1
1 v Solvent CHLOROFORM-D
] Actual_Start_Time 3-DEC-2019 20:38:28
= 8 Revision_Time = 6-JAN-2020 11:09:30
(\i* — el
] s /2 Comment = single_pulse
Data_Format 1D COMPLEX
1 Dim Size 13107
B X_Domain Proton
Dim Title Proton
q Dim_Units [ppm]
| Dimensions X
Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
X_Domain = 1H
1 X_Freq 500.15991521 [MHz]
< X_Offset 5.0 [ppm]
- X_Points 16384
1 X_Prescans 1
] X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438[kHz]
1 X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
] Irr Offset 5.0[ppm]
4 Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
PR Tri_Offset 5.0 [ppm]
2 | Clipped FALSE
8 Scans 8
SR | Total_Scans =8
=
|° Relaxation_Delay
T o o S B e e 0 LA e e s [ PSS
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 14.6[dc]
| T X_90_Width 13.7[us]
S X_Angle 45[deg]
TR NN T~ ANOETARNORNOSOFTNO OO =N A OO —=0FANS —=OOWONY — ANt~ Ao I X Atn 4[dB]
NN =0 OO AA—~—A XA~ —O0O AN —~—0O0NANOCAAN—UEE TN~ —ONXTA—=00 O o0 g —
XXEXLLLLeLeYLENn N NN NAIILIILILIILIIITITI - SSEECHOIEREREREYEa oA daqa X Pulse 6.85[us]
eSS0 O e = = = = =~ — O Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
, 0 JEOL
H
] N
1 N
7 Y\H —---- PROCESSING PARAMETERS ----
| O dc_balance( 0, FALSE )
- sexp( 2.0[Hz], 0.0[s] )
2— lID\Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
| 4c Ph zerofill( 1 )
££ft( 1, TRUE, TRUE )
1 machinephase
] ppm
Filename = KM1-145-1_carbon-2-2.jdf
1 Author delta
| Experiment carbon. jxp
~ Sample_Id KM1-145-1
pRES Solvent CHLOROFORM-D
| Actual_Start_Time 3-DEC-2019 20:47:30
Revision Time = 3-DEC-2019 20:56:00
| Comment = single pulse decoupled ga
Data_]?ormat 1D COMPLEX
1 Dim_Size = 26214
1 X_Domain Carbon
Dim Title Carbonl3
q Dim_Units [ppm]
] Dimensions X
Site JNM-ECX500
T Spectrometer = DELTAZ_NMR
— Field Strength = 11.7473579[T] (500 [MHz])
= X_Acq_Duration 0.83361792[s]
] X_Domain 13c
X_Freq 125.76529768 [MHz]
q X _Offset 100 [ppm]
] X_Points 32768
X_Prescans 4
1 X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
1 Clipped FALSE
8 Scans 257
= L Total_Scans = 257
go
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 14.9[dc]
T T T T T T T T T T T e O eI 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
A — A
— — X_Pulse 3.12[us]
8388 CEAEROENEaRABEETRESSREIGRY 824 Irz_Atn Dec 20.54[dB]
Lo I RS Bt Rt S A e S B T St BT A=) Irr_Atn_Noe 20.54[dB]
&L SRRl rnmmaaaddlAZEERLET 288 Irz_Noise WALTZ
e — == e i Irr_Pwidth 92[us]
X : parts per Million : Carbonl Decoupling = TRUE




abundance

13.0

12.0

<

2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10

1.0

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

34266 —

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM1-145-1_phosphorus-1-2.
Author delta

Experiment carbon. jxp

Sample_Id KM1-145-1

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

3-DEC-2019 20:41:54
3-DEC-2019 20:54:42

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

= 11.7473579[T] (500 [MHz])
0.64487424[s]

Field Strength
X_Acq_Duration

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 84

Total_ Scans =84

Relaxation_Delay
Recvr_Gain

Temp_Get = 14.8[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




abundance

] - (0]
| : g JEOL
<«
— & Ph N \n/\N
] H
4 Ph O _ ---- PROCESSING PARAMETERS ----
] O=P dc_balance( 0, FALSE )
1 1 "Ph sexp( 0.2[Hz], 0.0[s] )
. 4d Ph trapezoid( O[%], O[%], 80[%], 100[%] )
= zerofill( 1 )
: ££ft( 1, TRUE, TRUE )
] machinephase
- ppm
<]
] Filename KM2-24-1_proton-1-2. jdf
o Author delta
S Experiment proton. jxp
] Sample_Id KM2-24-1
4 Solvent CHLOROFORM-D
o0 1 Actual_Start Time = 22-JAN-2020 16:46:21
S Revision_Time = 22-JAN-2020 19:39:04
i Comment = single_pulse
= Data_Format 1D COMPLEX
7 Dim_Size 13107
] X_Domain Proton
p Dim_Title Proton
© ] o o s Dim_Units [ppm]
S EN ] q Dimensions X
] s /2 I Site JNM-ECX500
j Spectrometer = DELTA2_NMR
wy
= Field_Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904(s]
, X_Domain =1
<+ ] X_Freq 500.15991521 [MHz]
=} X_Offset 5.0 [ppm]
] X_Points 16384
g X_Prescans 1
] X_Resolution 0.57277737[Hz]
= X_Sweep 9.38438438 [kHz]
i X_Sweep_Clipped 7.50750751 [kHz]
q Irr_Domain Proton
o Irr Freq 500.15991521 [MHz]
(=3 Irr Offset 5.0[ppm]
4 Tri Domain Proton
1 Tri_Freq 500.15991521 [MHz]
—] Tri Offset 5.0[ppm]
7 Clipped FALSE
, Scans 8
] Total_Scans =8
o A \.._._‘__ T
] Relaxation Delay =
I L o o AL B A AL AL I B o B e e B B R R gt
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 17.8[dC]
X_90_Width 13.7[us]
‘ ‘ X Acq_Time 1.74587904[s]
=— X_Angle 45[deg]
CNM AN ANN NSNS TOARANOLT =~ O~ NAO =~ O —1NmMODNMMSODT O 0D D =3 X_Atn 4[dB]
N add T i ESRREI a8l namdaSaoSgICRa8y = ]
BEEEeTeE RN R NI TIIFTITAMadAAdIdAa=T=2=800aaaR S X_Pulse 6.85[us]
P N N S A S N N N N A A A A A A N N N R R R R = ITr Mode off
X : parts per Million : Proton Tri_Mode = Off

abundance

(o}
N JEOL D

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 1.19959034 [Hz]

1 Ph (@) ---- PROCESSING PARAMETERS ----

- 0O=PZ dc_balance( 0, FALSE )

] | Ph sexp( 2.0[Hz], 0.0[s] )

] 4d Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
! zerofill( 1)

7] ££ft( 1, TRUE, TRUE )

E machinephase

] ppm

] Filename = KM2-24-1_carbon-2-2.jdf
3 Author delta

] Experiment carbon. jxp

el Sample_Id KM2-24-1

| Solvent CHLOROFORM-D

] Actual_Start Time = 22-JAN-2020 16:53:55
4 Revision_Time = 22-JAN-2020 19:35:21
] Comment = single pulse decoupled ga
| Data_Format 1D COMPLEX

] Dim_Size = 26214

E X_Domain Carbon

] Dim_Title Carbon13

] Dim_Units [ppm]

il Dimensions X

] Site JNM-ECX500

] Spectrometer = DELTAZ_NMR

| X_Sweep 39.3081761[kHz]

] X_Sweep_Clipped = 31.44654088[kHz]

3 Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]

0 0.01 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.1 0.11 0.12 0.13 0.14 0.150.16 0.17 0.18 0.19 0.2

Irr_Offset = 5.0[ppm]
Clipped FALSE
Scans 255
Total_Scans = 255
= Relaxation Delay = 2[s]
= Recvr_Gain 60
: Temp_Get 17.9[dC]
T T T T T T T T T T T T T T T T e P e e e e e T T T 90 Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[degq]
A | — | e
— X_Pulse 3.12]us]
3 3 SESURIIRIIESReTREAAR Irr_Atn_Dec 20.54[dB]
S = 5 SSYaREX =SSR nCAaaSd3 N g Irr_Atn Noe 20.54[dB]
& T 0SS nsecaRAyREILERRsT i".‘;:iiih ‘9’2’[‘“]
o 2 I o oooooofanadaaaaq rr Pwi s
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

0 0.1 02030405060.708091011121314151617 1819 2021222324

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0

X : parts per Million : Phosphorus31

30.0 20.0 100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

33.171

Filename KM2-24-1_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM2-24-1

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time

22-JAN-2020 16:49:37
22-JAN-2020 18:38:27

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p

X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

4
1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton

X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 55

Total_ Scans =55

Relaxation_Delay
Recvr_Gain

Temp_Get = 18[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[degq]

X_Atn 5[dB]

X_Pulse 3.88333333[us]

Irr_Atn Dec
Irr_Atn_Noe
Irr Noise

Irr Pwidth
Decoupling

20.54[dB]
20.54[dB]
WALTZ
92[us]
TRUE




abundance
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H
O O_P —---- PROCESSING PARAMETERS ----
=% dc_balance( 0, FALSE )
| "Ph sexp( 0.2[Hz], 0.0[s] )
{n 4e Ph trapezoid( O[%], O[%], 80[%], 100[%] )
s zerofill( 1 )
£ft( 1, TRUE, TRUE )
= Yie Proo S © machinephase
¥ wy
J2 I f ] 7E2 j & 2 pem
Filename KM1-72-1_proton-1-4.3jdf
Author delta
Experiment proton. jxp
sample_Id KM1-72-1
Solvent CHLOROFORM-D
Actual_Start Time = 24-SEP-2019 18:16:45
Revision Time = 20-DEC-2019 18:24:27
Comment = single_pulse
Data_Format 1D COMPLEX
Dim_Size 13107
X_Domain Proton
Dim_Title Proton
Dim Units [ppm]
Dimensions X
site JNM-ECX500
Spectrometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration 1.74587904[s]
X_Domain = 1H
X Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
X_Points 16384
X_Prescans 1
X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
Tri_Offset 5.0[ppm]
Clipped FALSE
] Scans 8
J J . Total_Scans =8
_ .
T T T T [T [T Relaxation Delay
Recvr_Gain
10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp Gt ~ 19.6[4c]
X_90_Width 13.7[us]
— X_Acq_Time 1.74587904[s]
OO N VN — O N O =~ O OO~ FTANRNDTOENVNMIEPVOO =M —=0VOMNONOE=NDTOO — QO D X_Angle 45[deg]
F— 0 NN~~~ 00 RN RXAXEVDANA—~-—SIRATNAN—~ORAPNNXVOEE O~ N —-—DDAND =S X Atn 4[dB]
SO Lo nnnnunnunununss sttt NN~ —~ 000000 —CO —
R R NN NN N RN R N N NN I G G N S S R R NN = X_Pulse 6.85[us]
= o Irr_Mode off
X : parts per Million : Proton Tri_Mode = Off

abundance

13 14 15 16

1.2

07 08 09 1.0
o e bl bl b b b e e i L b b a L

0.6

02 03 04 05

0.1

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

WMWMMMWWWM

gy

AR RN R RA R RARR AR AR AR RN AR RR R IR AR AR R AR R R AR AR R R R R IR ERARARRRRRRRRREEE
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0
S NODLC ALV OOV ATASANMULDIODODOODARAT —A WV T OO XA 0
I R R8I RREE I I RREET NI ERISESRES
A A S S BNl — === =S OO DD 000 W% PN D~~~ S S
L2eIiicrooooaooooadagdadadaaddadab~ScS Y
X : parts per Million : Carbon13

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm

Filename = KM1-72-1_carbon-1-2.3jdf
Author delta

Experiment carbon. jxp
Sample_Id KM1-72-1

Solvent CHLOROFORM-D

Actual_Start_Time
Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq Duration
X_Domain
X_Freq
X_Offset
X_Points
X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain
Irr_Freq

Irr Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get
X_90_Width
X_Acq_Time
X_Angle

X Atn
X_Pulse
Irr_Atn Dec
Irr_Atn_Noe
Irr_Noise
Irr_Pwidth
Decoupling

24-SEP-2019 18:19:01
24-SEP-2019 18:58:27

= single pulse decoupled ga
1D COMPLEX

26214

Carbon

Carbonl3

[ppm]

X

JNM-ECX500
DELTA2_NMR

= 11.7473579[T] (500 [MHz])
0.83361792[s]

13c

125.76529768 [MHz]
100 [ppm]

32768

4

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

151

151

9.36[us]
0.83361792[s]
30[deg]

3[dB]
3.12[us]
20.54[dB]
20.54[dB]
WALTZ

92[us]

TRUE




abundance

0
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(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )

trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

34.113

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM1-72-4_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM1-72-4

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

24-SEP-2019 18:34:30
24-SEP-2019 19:00:40

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p

X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 128

Total_ Scans =128

Relaxation_Delay
Recvr_Gain

Temp_Get = 20.1[dc]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




dEDL:}

] g H

1 di _ N

1 Bn N
o H
.(; O —---- PROCESSING PARAMETERS ----

1 —_ dc_balance( 0, FALSE )

1 O—P\ sexp( 0.2[Hz], 0.0[s] )

1 1 Ph trapezoid( O[%], O[%], 80[%], 100[%] )

E 4f Ph zerofill( 1 )

T £ft( 1, TRUE, TRUE )

1 machinephase

1 ppm
<
= 4

] Filename KM1-54-1_proton-1-2.3jdf

] Author delta

] Experiment proton. jxp

] Sample_Id KM1-54-1

4 Solvent CHLOROFORM-D

] Actual_Start_Time = 26-AUG-2019 15:51:49
< | Revision Time = 26-AUG-2019 16:02:10
[ag]

] " Comment = single_pulse

] 3z Data_Format 1D COMPLEX

] Dim Size 13107

] X_Domain Proton

] Dim Title Proton

Dim_Units [ppm]

1 Dimensions X

1 site JNM-ECX500
o] Spectrometer = DELTA2_NMR
o

] Field Strength = 11.7473579[T] (500 [MHz])

1 X_Acq_Duration 1.74587904[s]

1 X_Domain = 1H

1 2 o X_Freq 500.15991521 [MHz]

1 - 2 X_Offset 5.0[ppm]

1 X_Points 16384

1 X_Prescans 1

1 o X_Resolution 0.57277737[Hz]
o < X_Sweep 9.38438438[kHz]
= X_Sweep_Clipped 7.50750751 [kHz]

1 Irr_Domain Proton

1 - Irr_Freq 500.15991521 [MHz]

q S Irr Offset 5.0[ppm]

T - Tri_Domain Proton

B Tri_Freq 500.15991521 [MHz]

38 4 Tri_Offset 5.0[ppm]
ER Clipped FALSE
< A Scans 8
g 1 ‘L Total_ Scans =8
2 o .
«© Relaxation Delay
L L B L B L L L B B S S S SIS S o
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.7[dC]
| X_90_Width 13.7[us]
Lm““\\ X Acq_Time 1.74587904[s]
X_Angle 45[deg]
P d8E TN R NS Y eS8 IR RN xRl ORI SIRNEIREL T @ S xatn 4[dB]
SXRXLBLOYNH NN NNNIIIITEIILIITIOOnAIAANNASSSSSSTTamanmmamaddypn, 6.85[us]
oc:\z\l\l\l\l\l\l\t\l\:\z\l\l\l\l\l\l\l\l\l\z\l\l\l\l\l\l\l\t\l\z\t\l\l\l\l\l\l\t\t\vvvvvvvvmv—w—v—c‘I;rM°de of
X : parts per Million : Proton Tri_Mode = Off

] Me

] H JEOL

] N

1 -
© ] Bn N
< H ---- PROCESSING PARAMETERS ----

1 (0] dc_balance( 0, FALSE )

] O=P_ sexp( 2.0[Hz], 0.0[s] )

] | Ph trapezoid( 0[%], O[%], 80[%], 100[%] )

] 4f Ph zerofill( 1 )

4 £ft( 1, TRUE, TRUE )

q machinephase
] ppm
SN

] Filename = KM1-54-3_carbon-1-4.3jdf

] Author delta
;"- N Experiment carbon. jxp

1 Sample_Id KM1-54-3

1 Solvent CHLOROFORM-D

] Actual_Start Time = 26-AUG-2019 17:48:41

] Revision_Time = 8-0CT-2019 19:00:50

1 Comment = single pulse decoupled ga

7 Data_]?ormat 1D COMPLEX
] Dim_Size = 26214
S X_Domain Carbon

] Dim Title Carbonl3

1 Dim_Units [ppm]

q Dimensions X

] Site JINM-ECX500

] Spectrometer = DELTA2_NMR
~ Field Strength = 11.7473579[T] (500 [MHz])
S X_Acq_Duration 0.83361792[s]

1 X_Domain 13c

] X_Freq 125.76529768 [MHz]

] X _Offset 100 [ppm]

] X_Points 32768

1 X_Prescans 4

1 X_Resolution 1.19959034[Hz]

] X_Sweep 39.3081761 [kHz]
=] X_Sweep_Clipped = 31.44654088[kHz]
< Irr_Domain Proton

1 Irr_Freq 500.15991521 [MHz]

b Irr Offset = 5.0[ppm]

] Clipped FALSE

g ] Scans 251
2 Total_Scans = 251
S ] .
S 1 " Relaxation Delay = 2[s]
B e Recvr_Gain 60
G Temp_Get 21.5[dcC]
T T T T T T T T T [ [ T T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N A S .
— X_Pulse 3.12[us]
22z PN eSNNBAYSIEsEeR 83 A8 geesYegy o Ifr_Atn Dec 20.54 @]
L=< ARRIELTNELTRROQRENTEOOREGNOLRANS AN < Irr_Atn_Noe 20.54[dB]
SRR SRR b bRk b LR R R R R R R S N < Irz Noise V;:JETZ]
e — == e e e rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




abundance
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

35.476

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM1-54-3_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM1-54-3

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

6-JAN-2020 13:24:02
6-JAN-2020 13:26:27

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

4
1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton

X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 128

Total_ Scans =128

Relaxation_Delay
Recvr_Gain

Temp_Get = 15.7[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




1 b 0)
o ] o)
ane. L~ JEOL
~ N N
] H H ---- PROCESSING PARAMETERS ----
© 1 = O_P dc_balance( 0, FALSE )
—] b s = - -\ sexp( 0.2[Hz], 0.0[s] )
] f; foi fﬁi J = 1 "Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
" ] 4g Ph zerofill( 1 )
-] £ft( 1, TRUE, TRUE )
q machinephase
<] ppm
]
g Filename KM1-119-2_proton-1-2.3jdf
] Author delta
q Experiment proton. jxp
-] Sample_Id KM1-119-2
- Solvent CHLOROFORM-D
] Actual_Start_Time 7-NOV-2019 16:34:36
< Revision_Time = 7-NOV-2019 17:55:14
-
] Comment = single_pulse
S| Data_Format 1D COMPLEX
< Dim Size 13107
] X_Domain Proton
0 1 Dim Title Proton
= Dim_Units [ppm]
] Dimensions X
~ Site JNM-ECX500
= Spectrometer = DELTA2_NMR
© ] Field Strength = 11.7473579[T] (500 [MHz])
= X_Acq_Duration 1.74587904[s]
q X_Domain = 1H
“ ] X_Freq 500.15991521 [MHz]
ST X_Offset 5.0[ppm]
] X_Points 16384
<+ ] X_Prescans 1
= X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
-] X_Sweep_Clipped 7.50750751 [kHz]
: Irr_Domain Proton
< Irr_Freq 500.15991521 [MHz]
q Irr Offset 5.0[ppm]
N Tri_Domain Proton
< Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0 [ppm]
2 =1 Clipped FALSE
g Scans 8
= ] J Total_Scans =8
3 o4 L . -
< 1 Relaxation_Delay
R T o o T B e 0 e 0 AR e o s s [ PR
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 16.9[dc]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
= X_Angle 45[deg]
MO =N =00 TO—=VXNNDANOTFTAN =0~ AN OO WYt —000OenO X Atn 4[dB]
NN T BB SOOI I MM A= ORI T NN N RN ONNMACE TN ODTRXSRD T A D | o
SEESTC YNNI nInInnInnIIILILIILIIAAA~-—~=3SS3SSmmTammI IS |X Pulse 6.85[us]
B T S N N e e e e e e e e I S S N A N A A A e i e R R R S I U N R R IR RN RN IR= [P VY off
X : parts per Million : Proton Tri_Mode = Off
o]
i JEOL 5
o ]
24 Bn\NJl\/\ N
*® H H ---- PROCESSING PARAMETERS ----
-1 dc_balance( 0, FALSE )
=1 O=P_ sexp( 2.0[Hz], 0.0[s] )
= | “Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
] 4g Ph zerofill( 1 )
o 1 £ft( 1, TRUE, TRUE )
— machinephase
] ppm
w1
-7
~
=]
o1 3 .
—4 Filename = KM1-119-2_carbon-1-2.3jdf
] Author delta
ISE| Experiment carbon. jxp
-7 Sample_Id KM1-119-2
] Solvent CHLOROFORM-D
—1 Actual_Start Time = 7-NOV-2019 16:36:41
- Revision_Time = 7-NOV-2019 17:49:45
< Comment = single pulse decoupled ga
1] Data_Format 1D COMPLEX
o ] Dim_Size = 26214
P X_Domain Carbon
] Dim Title Carbonl3
o0 1 Dim_Units [ppm]
=g Dimensions X
] Site JNM-ECX500
Lol Spectrometer = DELTA2_NMR
=
© ] Field Strength = 11.7473579[T] (500 [MHz])
=4 X_Acq_Duration 0.83361792[s]
] X_Domain 13c
“ ] X_Freq 125.76529768 [MHz]
s X _Offset 100 [ppm]
1 X_Points 32768
< X_Prescans 4
< X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
«“] X_Sweep_Clipped = 31.44654088[kHz]
< Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
ST Irr Offset = 5.0[ppm]
] Clipped FALSE
o ] Scans 174
2 =7 Total_Scans =174
g <1
< ;
£ o4 o Ll Relaxation Delay = 2[s]
EES B s b ST T ety 60
s ] Temp_Get 17.2[dc]
T T T T T T T T T T T T [ [ T T T I T ¢ 90 Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
) NN
X_Pulse 3.12[us]
83 S R N R R Irz_Atn Dec 2054 aB]
" SR8 m—ogmna YT nITANGAST A =% Irr_Atn_Noe 20.54[dB]
=% R R LR R R R T Toz_Noise oo
e — = e e e e e e = rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

34.427

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM1-119-2_phosphorus-2-2.
Author delta

Experiment carbon. jxp

Sample_Id KM1-119-2

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

7-NOV-2019 16:53:47
7-NOV-2019 17:51:14

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

= 11.7473579[T] (500 [MHz])
0.64487424[s]

Field Strength
X_Acq_Duration

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 128

Total_ Scans =128

Relaxation_Delay
Recvr_Gain

Temp_Get = 17.2[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]

X_Atn 5[dB]

X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

- 1 Ph sexp ( O,Z[H;]. 0.0[s] )B o
> | trapezoid( 0[%], O[%], 80[%], 100[%] )
e 4h Ph zerofill( 1 )
— £ft( 1, TRUE, TRUE )
machinephase
ppm
Filename KM2-5-4_proton-1-3.3df
1 Author delta
] Experiment proton. jxp
sample_Id KM2-5-4
T Solvent CHLOROFORM-D
<o | Actual_Start_Time = 21-JAN-2020 20:10:32
o Revision Time = 27-JAN-2020 18:38:10
Comment = single_pulse
1 La o Data_Format 1D COMPLEX
] f':? f@ Dim_Size 13107
N l X_Domain Proton
q Dim Title Proton
| Dim_Units [ppm]
Dimensions X
1 Site JNM-ECX500
Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904[s]
q X_Domain = 1H
<o | X_Freq 500.15991521 [MHz]
- X_Offset 5.0[ppm]
1 X_Points 16384
X_Prescans 1
1 X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
| Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
— Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0[ppm]
2 1 Clipped FALSE
8 Scans 8
ISR Total_Scans =8
=
|° Relaxation_Delay
L B A SR e s e e [ YO
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 16.2[dc]
X_90_Width 13.7[us]
‘ X_Acq_Time 1.74587904[s]
= —— X_Angle 45[deg]
TR OMN O AN VTR RATOANTOATALT NV AOSNOSNORTOONT NS T RO RN = X Atn 4[dB]
C RS XN M AR SN AN LR CCAS A~ O TSNt A= =S =3 !
ZEEEES e nnnIIIITIITINqdAA=-==93239 - === &annn S X_Pulse 6.85[us]
e e e e S S N e N N N A A A N e R S e R R R S N N N R R RS R R K RS IS = ITr Mode off
X : parts per Million : Proton Tri_Mode = Off
]
7] H ()
| P JEOL
] N
[ O H —---- PROCESSING PARAMETERS ----
=3 O=P dc_balance( 0, FALSE )
] I\Ph sexp( 2.0[Hz], 0.0[s] )
1 4h Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
1 ££ft( 1, TRUE, TRUE )
] machinephase
2] ppm
<]
w“ Filename = KM2-5-4_carbon-1-2.3jdf
= Author delta
] Experiment carbon. jxp
] Sample_Id KM2-5-4
] Solvent CHLOROFORM-D
q Actual_Start Time = 21-JAN-2020 20:12:09
] Revision_Time = 21-JAN-2020 20:22:11
< 1
= Comment = single pulse decoupled ga
- Data_Format 1D COMPLEX
] Dim_Size = 26214
] X_Domain Carbon
q Dim Title Carbonl3
] Dim Units [ppm]
e ] Dimensions X
=y Site JNM-ECX500
- Spectrometer = DELTAZ_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
q X_Acq_Duration 0.83361792[s]
] X_Domain 13c
~ X_Freq 125.76529768 [MHz]
= X _Offset 100 [ppm]
] X_Points 32768
] X_Prescans 4
] X_Resolution 1.19959034 [Hz]
q X_Sweep 39.3081761 [kHz]
] X_Sweep_Clipped = 31.44654088[kHz]
—_ Irr_Domain Proton
=y Irr_Freq 500.15991521 [MHz]
4 Irr Offset = 5.0[ppm]
] Clipped FALSE
o ] Scans 157
2 A Total_Scans =157
£ ] _
s A Relaxation Delay = 2[s]
B° Recvr_Gain 60
G Temp_Get 16.5[dC]
T T T T T T T T T e e O T T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N AN S
- X_Pulse 3.12[us]
o9 R N N R P R R Irz_Atn Dec 2054 aB]
Qo YT EREgmNTLnNoXE VA= RN @R Irr_Atn_Noe 20.54[dB]
REL R R R R R R R A L R R R R R L Irz Noise povid
e — = = e e e e e = e = rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

11.0 120 13.0 140

10.0

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

35.407

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM2-5-3_phosphorus-1-2.jd
Author delta

Experiment carbon. jxp

Sample_Id KM2-5-3

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

20-JAN-2020 23:04:38
21-JAN-2020 09:11:35

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p

X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

4

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton

X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 73

Total_ Scans =173

Relaxation_Delay
Recvr_Gain

Temp_Get = 16.6[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[degq]

X_Atn 5[dB]

X_Pulse 3.88333333[us]

Irr_Atn Dec
Irr_Atn_Noe
Irr Noise

Irr Pwidth
Decoupling

20.54[dB]
20.54[dB]
WALTZ
92[us]
TRUE




<
“ - Bn 0}
' & ' JEOL
] - ~N
Bn N
(@] H ---- PROCESSING PARAMETERS ----
1 O:P\ dc_balance( 0, FALSE )
1 “Ph sexp( 0.2[Hz], 0.0[s] )
1 4i Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
— £ft( 1, TRUE, TRUE )
machinephase
1 ppm
<
S
Filename KM1-60-2_proton-1-3.jdf
1 Author delta
] Experiment proton. jxp
sample_Id KM1-60-2
i < Solvent CHLOROFORM-D
= Actual_Start_Time = 12-SEP-2019 17:21:25
1 = Revision Time = 20-SEP-2019 17:40:55
] I L Comment = single_pulse
= s S Data_Format 1D COMPLEX
] N} SRS & Dim Size 13107
IN X_Domain Proton
1 f 2 j B Dim_Title Proton
K 1 Dim_Units [ppm]
1 Dimensions X
Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
e Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904[s]
1 X_Domain = 1H
X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
X_Points 16384
1 X_Prescans 1
X_Resolution 0.57277737[Hz]
1 X_Sweep 9.38438438[kHz]
| X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
| Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
4 Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
38 i Tri_Offset 5.0[ppm]
E Clipped FALSE
S J\l Scans 8
Total_Scans =8
5_] L o) b A s
«© Relaxation Delay
L L B B L L L L L B L S S L S S R S S ot
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.5[dC]
X_90_Width 13.7[us]
/ '\ X_Acq_Time 1.74587904[s]
—— T — X_Angle 45[deg]
LA =FTOAODOTOADDNDLULODT ROV =X ANTRONODNDRXXANOD TRV =0 F AN G —
NN —— ORI OO VLT TOON =DV ONANN—~RNOSONn——O — O = G X Atn 4[dB]
i bri it R R R R R R R IR IR R R R iR il = By P 6.85[us]
ocooocl\l\l\l\l\l\t\l\:\z\l\l\l\l\l\l\l\l\l\z\l\l\l\l\l\l\l\t\l\z\t\l\l\l\l\l\l\t\t\l\t\l\t\l\l\l\l\vvmmoI;rM°de of
X : parts per Million : Proton Tri_Mode = Off
] Bn 0O
: JEOL
] -
<] Bn N
- H
4 O —---- PROCESSING PARAMETERS ----
1 O=P: dc_balance( 0, FALSE )
] 1 “Ph sexp( 2.0[Hz], 0.0[s] )
-] 4i Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
q zerofill( 1 )
] f£ft( 1, TRUE, TRUE )
machinephase
] ppm
<]
—] Filename = KM1-60-3_carbon-1-2.3jdf
1 Author delta
o ] Experiment carbon. jxp
= Sample_Id KM1-60-3
] Solvent CHLOROFORM-D
] Actual_Start_Time = 17-SEP-2019 10:21:09
00 1 Revision Time = 17-SEP-2019 11:57:13
=
] Comment = single pulse decoupled ga
1 Data_Format 1D COMPLEX
=] Dim_Size = 26214
< X_Domain Carbon
] Dim Title Carbonl3
© ] Dim_Units [ppm]
S Dimensions X
] Site JNM-ECX500
— Spectrometer = DELTAZ_NMR
“ ]
S Field Strength = 11.7473579[T] (500 [MHz])
q X_Acq_Duration 0.83361792[s]
] X_Domain 13c
X_Freq 125.76529768 [MHz]
X _Offset 100 [ppm]
] X_Points 32768
e X_Prescans 4
=y X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped = 31.44654088[kHz]
a4 Irr_Domain Proton
< Irr_Freq 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
=] Clipped FALSE
3 ST Scans 153
2] Total_Scans =153
S ] .
= Relaxation Delay = 2[s]
2“7 Recvr_Gain 60
G Temp_Get 20.6[dcC]
T T T T T T T T T T T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
X_Pulse 3.12[us]
SS2EINLNYRI 03RRI N s R SR RT 2SS9y Iex_Atn Dec 20.54 [dB]
AELANATNELARENIERRRETRT QNN ma—=3005 000 Irr_Atn_Noe 20.54[dB]
[ =TI B s B e I il N~ e e R R el el = B e el e N I S et Irr Noise WALTZ
B e e I e I e B e N T B I T I e B B A e B o A o I o o B o B NI ol o o ol o S S S S o —
e T = Irr_Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

16.0 18.0 20.0 220 24.0 26.0

14.0

4.0 6.0 8.0 10.0 12.0‘ i

2.0

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

32.344

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM1-60-5_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM1-60-4

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

17-SEP-2019 10:38:25
17-SEP-2019 12:03:09

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p

X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

4
1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton

X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 128

Total_ Scans =128

Relaxation_Delay
Recvr_Gain

Temp_Get = 20.8[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[degq]

X_Atn 5[dB]

X_Pulse 3.88333333[us]

Irr_Atn Dec
Irr_Atn_Noe
Irr Noise

Irr Pwidth
Decoupling

20.54[dB]
20.54[dB]
WALTZ
92[us]
TRUE




=}
T JEOL
] BnO\"/\ N
] H ---- PROCESSING PARAMETERS ----
| O dc_balance( 0, FALSE )
] O=P sexp( 0.2[Hz], 0.0[s] )
- '\ trapezoid( 0[%], O[%], 80[%], 100[%] )
1 “ | Ph zerofill( 1 )
o1 4] Ph ££t( 1, TRUE, TRUE )
F machinephase
q ppm
1 o
1 Filename KM1-65-1_proton-1-4.3jdf
] Author delta
] ~ Experiment proton. jxp
o | e Sample_Id KM1-65-1
Ll Solvent CHLOROFORM-D
1 Actual Start Time 9-SEP-2019 17:21:41
1 =3 g Revision Time = 20-DEC-2019 19:07:46
1 5} < [ N ~ -
=] < e} o
1 f; [_' /_’ Comment = single_pulse
1 Data_Format 1D COMPLEX
] Dim Size 13107
B X_Domain Proton
] Dim Title Proton
Dim_Units [ppm]
o Dimensions X
] Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
1 X_Points 16384
q X_Prescans 1
1 X_Resolution 0.57277737[Hz]
< X_Sweep 9.38438438[kHz]
- X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
1 Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
PR Tri_Offset 5.0 [ppm]
2 B Clipped FALSE
g | Scans 8
s Total_Scans =8
=
|7 Relaxation_Delay
L B A SR e s e e [ YO
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
= — X_Angle 45[deg]
MO N =N~ =0T OANONODNANON =00 =N =N~ NAISFT —~ 00 =00~ O =0l OO Y X Atn 4[dB]
NN T I T NN AR O N Y ITA - 0O I T TN MBEOCNITAN S ANTAANAT = OARCT TR OG-
XXAQZHARARAL OO L OO VLo oo nInNIEITILTITLILTILTOAOOnnnnnq— = ———— 08 J X Pulse 6.85[us]
B T e e e S e A O O N e S N N N R e I e e e e T I N A e N N N e e e e T N R RAR= [ =S VIO, off
X : parts per Million : Proton Tri_Mode = Off
0] lJEDL
—_
<1
= H —---- PROCESSING PARAMETERS ----
] O dc_balance( 0, FALSE )
1 O=P. sexp( 2.0[Hz], 0.0[s] )
e ] -\ trapezoid( 0[%], O[%], 80[%], 100[%] )
— . | Ph zerofill( 1 )
] 4] Ph ££t( 1, TRUE, TRUE )
~ machinephase
-~ ppm
<] Filename = KM1-65-2_carbon-1-3.jdf
] Author delta
] Experiment carbon. jxp
o Sample_Id KM1-65-2
=7 Solvent CHLOROFORM-D
] Actual_Start_Time 9-SEP-2019 20:01:35
] Revision_Time = 8-0CT-2019 20:04:55
< Comment = single pulse decoupled ga
] Data_Format 1D COMPLEX
Dim_Size = 26214
X_Domain Carbon
] Dim Title Carbonl3
] Dim_Units [ppm]
] Dimensions X
< Site JNM-ECX500
] Spectrometer = DELTAZ_NMR
Qj Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
q X_Domain 13c
<] X_Freq 125.76529768 [MHz]
S 4 X_Offset 100 [ppm]
] X_Points 32768
e X_Prescans 4
ST X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
q X_Sweep_Clipped = 31.44654088[kHz]
[ | Irr_Domain Proton
<] Irr_Freq 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
-1 Clipped FALSE
3 = Scans 166
a2 ] Total_Scans = 166
S ] A
£ o Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 23.1[dcC]
T T T T T T T T [ T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
X_Atn 3[dB]
= X_Pulse 3.12[us]
N3 882208303 0NR288528992 Iex_Atn Dec 20.54 [dB]
See—mSammaunAdennTngToanenIAdaSE RS Irr_Atn_Noe 20.54[dB]
S EaNmaaeSrnmmmaaaadll88RtRLEs Loz Noise v;l;l[-ﬂ]
e S e e e e e = rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

100 0 -10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0

34.557

Filename KM1-65-4_phosphorus-1-3.3
Author delta

Experiment carbon. jxp

Sample_Id KM1-65-4

Solvent CHLOROFORM-D

9-SEP-2019 20:19:25
17-SEP-2019 18:58:01

Actual_Start _Time
Revision_Time =

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

X_Resolution
X_Sweep
X_Sweep_Clipped

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 110

Total_ Scans = 110

Relaxation_Delay
Recvr_Gain

Temp_Get = 23.2[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




(JEDLD

=}
e Ph \n/\N
1 (@] H ---- PROCESSING PARAMETERS ----
O=P\ dc_balance( 0, FALSE )
1 1 "Ph sexp( 0.2[Hz], 0.0[s] )
4k Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
£ft( 1, TRUE, TRUE )
1 machinephase
] ppm
o Filename KM1-50-6_proton-1-3.jdf
< Author delta
Experiment proton. jxp
1 sample_Id KM1-50-6
i Solvent CHLOROFORM-D
Actual_Start_Time = 10-JAN-2020 17:51:56
] Revision_Time = 27-JAN-2020 18:31:22
1 q Comment = single_pulse
« :/ e - Data_Format 1D COMPLEX
1 ) S, == S Dim Size 13107
—< < —= o X_Domain Proton
1 Dim Title Proton
Dim_Units [ppm]
1 Dimensions X
| Site JNM-ECX500
Spectrometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
< X_Acq_Duration 1.74587904[s]
- X_Domain = 1H
1 X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
1 X_Points 16384
X_Prescans 1
1 X_Resolution 0.57277737[Hz]
| X_Sweep 9.38438438[kHz]
X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
4 Irr Offset 5.0[ppm]
Tri_Domain Proton
B Tri_Freq 500.15991521 [MHz]
@ Tri_Offset 5.0 [ppm]
2 1 Clipped FALSE
g | Scans 8
= Total_Scans =8
P . . s L R
2 Relaxation_Delay
L B A SR e s e e [ YO
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 14.4[dc]
X_90_Width 13.7[us]
‘ “\ ‘ X_Acq_Time 1.74587904[s]
= X_Angle 45[deg]
T+ OISO NN N SN 0NN =V ONEOD NN RN — OO = X Atn 4[dB]
VAN O XXX — O neoo—oxXtTona—oc oS Al — OO <t =3 .
CRARRXRRRXRXEEETEC Lo nnInnITLIILIITOnnadan S X_Pulse 6.85[us]
B S S N e e e N N N S S S e A N N N N N A S TTr Mode off
X : parts per Million : Proton Tri_Mode = Off
] i JEOL
1 Ph
] N
§ \n/\H
—_ O —---- PROCESSING PARAMETERS ----
] 0=P{ dc_balance( 0, FALSE )
] | “Ph sexp( 2.0[Hz], 0.0[s] )
] 4k Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
4 zerofill( 1 )
— 1 ££t( 1, TRUE, TRUE )
] machinephase
] ppm
a7
<
4
S Filename = KM1-50-4_carbon-1-6.jdf
] Author delta
] Experiment carbon. jxp
= ] Sample_Id KM1-50-4
pRE= Solvent CHLOROFORM-D
] Actual_Start Time = 26-AUG-2019 17:22:19
] Revision_Time = 8-0CT-2019 18:25:29
© ] Comment = single pulse decoupled ga
S 4 Data_]?ormat 1D COMPLEX
] Dim_Size = 26214
] X_Domain Carbon
] Dim Title Carbonl3
w1 P :
= Dim_Units [ppm]
] Dimensions X
] Site JNM-ECX500
] Spectrometer = DELTAZ_NMR
< ]
< Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
] X_Domain 13c
. X_Freq 125.76529768 [MHz]
= X _Offset 100 [ppm]
El X_Points 32768
] X_Prescans 4
] X_Resolution 1.19959034[Hz]
~ ] X_Sweep 39.3081761 [kHz]
< X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
3] Irr_Offset = 5.0[ppm]
;{ Clipped FALSE
o <] Scans 332
2 Total_Scans = 332
'g ] 5
s 1 Relaxation Delay = 2[s]
EE memwm@mm«mwmm»wm Recve. Gatn o
G Temp_Get 21.5[dc]
T T T T T T T T T [ T T T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
‘ /\ X_Atn 3[dB]
= ~ X_Pulse 3.12[us]
Q %0 e S T T e I L Irz_Atn Dec 20.54(d8]
< xR oD ooan T YT RaROIN T RANS NN Irr_Atn_Noe 20.54[dB]
g 23 IO NN nennaaldldASSESRREES Irz Noise ‘9’21[‘"]
o - = e e e e e rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

‘ ——

"

4k Ph

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

: b
. x

e . M

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

33.071

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM1-50-6_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM1-50-6

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

10-JAN-2020 17:55:15
10-JAN-2020 20:12:56

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 71

Total_ Scans =71

Relaxation_Delay
Recvr_Gain

Temp_Get = 14.7[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]

X_Atn 5[dB]

X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




4.0

4.03

531

dEDL:}

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

| o — trapezoid( 0[%], O[%], 80[%], 100[%] )
S 4 O—'P\ zerofill( 1 )
1 | £ft( 1, TRUE, TRUE )
] fg [g j N /5‘ Ph machinephase
< = S = ppm
-
1 Filename KM3-13-1_proton-1-2.3jdf
] Author delta
Experiment proton. jxp
7] Sample_Id KM3-13-1
— Solvent CHLOROFORM-D
| Actual_Start_Time = 18-JUL-2020 13:10:45
Revision Time = 18-JUL-2020 13:00:53
< | Comment = single_pulse
S Data_Format 1D COMPLEX
1 Dim Size 13107
1 X_Domain Proton
Dim Title Proton
1 Dim_Units [ppm]
] Dimensions X
Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
7] X_Acq_Duration 1.74587904([s]
1 X_Domain = 1H
| X_Freq 500.15991521 [MHz]
- X_Offset 5.0[ppm]
= X_Points 16384
] X_Prescans 1
X_Resolution 0.57277737[Hz]
1 X_Sweep 9.38438438[kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
1 Irr Offset 5.0 [ppm]
Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0 [ppm]
2 Clipped FALSE
8 Scans 8
SR \J Total_Scans =8
3 o ol ] )
< Relaxation_Delay
T T T T T T T T T T T T T T T T T T T T T T T T T T T Recvr_Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.3[dC]
X_90_Width 13.7[us]
/\ % / < \ X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
—AN AN =N AOC MOS0 WNM—F N T <+ 0o O OMENNONNO WS NGO MO®OWPD | X Atn 4[dB]
TOAOAAA SR NILTONNAARRE -80S AR B SXBEORELLNINO AN DRDE DN DD |
SScSccocSSoveggg e o e g Y YT Ao adaddaddddNa=SS2S2SS S | X Pulse 6.85[us]
B B N S N N N N N N e e e N N A S e NN RS S S SN S NN NSNS S S S | I Mode off
X : parts per Million : Proton Tri Mode = Off
~ ]
= JEOL
b AN
] Ph N
: H —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
1 P sexp( 2.0[Hz], 0.0[s] )
gf 41 O—I?\Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
] fft( 1, TRUE, TRUE )
q machinephase
] ppm
]
S
1 Filename = KM3-13-1_carbon-1-2.jdf
] Author delta
] Experiment carbon. jxp
q Sample_Id KM3-13-1
< ] Solvent CHLOROFORM-D
S Actual_Start Time = 20-JUL-2020 10:11:55
1 Revision_Time = 20-JUL-2020 11:01:57
] Comment = single pulse decoupled ga
4 Data_]?ormat 1D COMPLEX
1 Dim_Size = 26214
] X_Domain Carbon
“ Dim_Title Carbon13
< Dim_Units [ppm]
q Dimensions X
] Site JNM-ECX500
4 Spectrometer = DELTAZ_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
g, X_Domain 13c
q X_Freq 125.76529768 [MHz]
] X _Offset 100 [ppm]
] X_Points 32768
1 X_Prescans 4
] X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761[kHz]
— X_Sweep_Clipped = 31.44654088[kHz]
= Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
1 Clipped FALSE
o ] Scans 237
2 1 Total Scans = 237
S ] .
s 4 Relaxation Delay = 2[s]
B° Recvr_Gain 60
G Temp_Get 22.6[dC]
T T T T T T T T T T T T T T T T [ T T Ty 90 Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
Al
X_Pulse 3.12[us]
2 T R LR 2 5338898 Tre_Atn Dec 20.54148]
N S oY\ e Al G e A0 = M —aNe e Irr_Atn_Noe 20.54[dB]
5 TEER8ddnmm a 8RR ET Irz Noise ‘9’2’;’”]
e = = - - rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0

1.0

o JEOL D
N

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

O=P: sexp( 2.0[Hz], 0.0[s] )
4| l\Ph trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
Ph fft( 1, TRUE, TRUE )
machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

Filename KM3-13-1_phosphorus-1-2.j
Author delta

Experiment carbon. jxp

Sample_Id KM3-13-1

Solvent CHLOROFORM-D
Actual_Start Time = 20-JUL-2020 10:07:43
Revision Time = 20-JUL-2020 11:03:05
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size 26214

X _Domain Phosph

Dim_Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

= 11.7473579[T] (500 [MHz])
0.64487424[s]

Field Strength
X_Acq_Duration

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 56

Total_ Scans = 56

Relaxation_Delay
Recvr_Gain

abundance

. Temp_Get = 22.3[dc]
“‘“‘“““““““‘i_igi;ﬁz eI
90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 O -10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0 X AngTe ~ 30[deq]

X Atn 5[dB]
X_Pulse 3.88333333[us]
« Irr_Atn Dec 20.54[dB]
2 Irz_Atn_Noe 20.54[dB]
- Irr Noise WALTZ
Al :
X : parts per Million : Phosphorus31 3:2;5;1‘33 = :i{[}:s]




i e g JEOL
1 °
o1
S o
] —---- PROCESSING PARAMETERS ----
] IR Me' N dc_balance( 0, FALSE )
1 @ e H sexp( 0.2[Hz], 0.0[s] )
o ] _ trapezoid( 0[%], O[%], 80[%], 100[%] )
= O=P_ zerofill( 1 )
] | "Ph ££t( 1, TRUE, TRUE )
] 4m Ph machinephase
] ppm
<1
~]
q Filename KM1-83-1_proton-1-2.3jdf
o ] Author delta
<] Experiment proton. jxp
] sample_Id KM1-83-1
1 Solvent CHLOROFORM-D
] Actual_Start_Time = 26-SEP-2019 14:22:56
] - - Revision Time = 26-SEP-2019 14:13:23
(=2 £ =N
v - Comment = single_pulse
] Data_Format 1D COMPLEX
q Dim Size 13107
1 X_Domain Proton
] Dim Title Proton
S ] EN 2 (g Dim _Units [ppm]
< 4 = =3 = Dimensions X
] Site JNM-ECX500
] Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
S X_Acq_Duration 1.74587904[s]
@4 X_Domain = 1H
] X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
1 X_Points 16384
] X_Prescans 1
X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
o ] Irr Offset 5.0[ppm]
= Tri_Domain Proton
o 1 Tri_Freq 500.15991521 [MHz]
S Tri_Offset 5.0 [ppm]
g ] Clipped FALSE
= Scans 8
I L | LJ Total_Scans =8
2 o4
S S Eelaxa;ien_nelay
ecvr_Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get - 19.9(dc]
X_90_Width 13.7[us]
— X_Acq_Time 1.74587904[s]
AL = VMNR AV ADTAANXNTARNOT AN = —1NAVDANOOT = F A X_Angle 45[deg]
CEE OOV OE OOV LI TOMNMAMN—=—OORNMOMNMA—DO0DONM—D O QD — 00N X Atn 4[dB]
SSoSSSSAv e e Yoo nNINnNINIEAEITLILTLI LTI ITIA~——~==3S3Cd =,
LR I S S e e e e e e R e L N e e N e T T S e e e e e e e e A =R | X_Pulse 6.85[us]
o Irr_Mode off
X : parts per Million : Proton Tri_Mode = Off
N JEOL
" (0]
<] Me N ---- PROCESSING PARAMETERS ----
e H dc_balance( 0, FALSE )
1 sexp( 2.0[Hz], 0.0[s] )
] O:P\ trapezoid( O[%], O[%], 80[%], 100[%] )
e 7 | "Ph zerofill( 1 )
-] 4m Ph ££t( 1, TRUE, TRUE )
q machinephase
~ ppm
—= reference( 0.06893[ppm], O[ppm] )
=1 Filename = KM1-83-2_carbon-1-2.3jdf
= Author delta
] Experiment carbon. jxp
q Sample_Id KM1-83-2
] Solvent CHLOROFORM-D
< Actual_Start Time = 27-SEP-2019 13:29:21
] Revision_Time = 27-SEP-2019 17:38:46
Comment = single pulse decoupled ga
4 Data_]?ormat 1D COMPLEX
] Dim_Size = 26214
=] X_Domain Carbon
< Dim_Title Carbon13
] Dim_Units [ppm]
© 1 Dimensions X
<! Site JNM-ECX500
— Spectrometer = DELTAZ_NMR
27 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
] X_Domain 13c
< ] X_Freq 125.76529768 [MHz]
<7 X _Offset 100 [ppm]
q X_Points 32768
e ] X_Prescans 4
= X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
<] Irr_Freq 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
-1 Clipped FALSE
8 S Scans 160
2 ] Total_Scans = 160
g
S o MMWMWW Relaxation_Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 20.5[4c]
T T T T T T T T [ T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
[ |
X_Pulse 3.12[us]
R e R N L L T S Irz_Atn Dec 2054 aB]
AT QAL A 7T OANA NN RSRRSG NGNS N Irr_Atn_ Noe 20.54[dB]
EFTmmnnaddiddnmaaddd8ELERRE IN] Irz Noise 321[-“]
e e = rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

Me

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

35.936

-10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM1-83-2_phosphorus-1-2.j
Author delta

Experiment carbon. jxp

Sample_Id KM1-83-2

Solvent CHLOROFORM-D
Actual_Start Time = 27-SEP-2019 13:46:30
Revision Time = 27-SEP-2019 17:40:14
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size 26214

X _Domain Phosph

Dim_Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 128

Total_ Scans =128

Relaxation_Delay
Recvr_Gain

Temp_Get = 20.6[dc]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




10.0

9.0

dEDL:}

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

— trapezoid( 0[%], O[%], 80[%], 100[%] )
O—P\ zerofill( 1 )
1 "Ph ££t( 1, TRUE, TRUE )
4n Ph machinephase
] ppm
o ]
~7
] Filename KM2-28-4_proton-1-3.jdf
1 Author delta
=1 Experiment proton. jxp
= sample_Id KM2-28-1
e Solvent CHLOROFORM-D
] Actual_Start_Time = 24-JAN-2020 18:52:56
] Revision Time = 30-JAN-2020 19:18:03
o ] Comment = single_pulse
w1 Data_Format 1D COMPLEX
] Dim Size 13107
1 X_Domain Proton
] Dim Title Proton
] Dim_Units [ppm]
S Dimensions X
< 4 Site JNM-ECX500
] Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
1 = X_Acq_Duration 1.74587904[s]
= X_Domain = 1H
] « - % e o = X_Freq 500.15991521 [MHz]
] ) < ) N X_Offset 5.0[ppm]
] [ s 7 B S X_Points IGSSEP
] X_Prescans 1
o ] X_Resolution 0.57277737[Hz]
~ X_Sweep 9.38438438[kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
| Irr_Offset 5.0 [ppm]
<] Tri_Domain Proton
o 1 Tri_Freq 500.15991521 [MHz]
S Tri_Offset 5.0 [ppm]
g ] Clipped FALSE
< ] I Scans 8
g ' Total_Scans =8
2 o+
© T T T e T T e | Relaxation Delay
Recvr_Gain
11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get - 16.2(dc]
W\!@&mm X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
o O T AN O TO TN AN FTFIE =T AN OANOIN =O0M—=0EENORAMN— T O ®© T o o X Angle 45[deg]
1>y NN NAORNBANNAN -0 A E TN —0OO0ORXONONA—~—ORANAN—ONDNRONFTO AN T 0 — D00 I X Atn 4[dB]
=N MMM MER O C O COTEN N NINNAEAIILILLI LTI TAAAASTSSISSSSSSOC B RSR G R
3 B B N N N A N N N N R NN NN NN N S NN NN IS IS e e e 6.85[us]
= e Irr_Mode off
X : parts per Million : Proton Tri_Mode = Off
] ;
-]
: Pr JEOL
<1 O
=7 N —---- PROCESSING PARAMETERS ----
-1 dc_balance( 0, FALSE )
] i H sexp( 2.0[Hz], 0.0[s] )
2] Pr trapezoid( 0[%], O[%], 80[%], 100[%] )
3 O:p\ zerofill( 1 )
“ ] ) Ph £ft( 1, TRUE, TRUE )
i 4n Ph machinephase
] ppm
~
“
=]
~ ] Filename = KM2-28-4_carbon-2-2.3jdf
— Author delta
q Experiment carbon. jxp
] Sample_Id KM2-28-14
3 Solvent CHLOROFORM-D
] Actual_Start Time = 24-JAN-2020 18:59:44
< Revision_Time = 24-JAN-2020 19:21:15
-
] Comment = single pulse decoupled ga
[0 Data_ Format 1D COMPLEX
< Dim_Size = 26214
] X_Domain Carbon
* Dim_Title Carbon13
S Dim_Units [ppm]
] Dimensions X
= site JNM-ECX500
<] Spectrometer = DELTA2_NMR
g— Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
] X_Domain 13c
= X_Freq 125.76529768 [MHz]
] X _Offset 100 [ppm]
< ] X_Points 32768
ST X_Prescans 4
] X_Resolution 1.19959034[Hz]
e ] X_Sweep 39.3081761 [kHz]
= X_Sweep_Clipped = 31.44654088[kHz]
1 Irr_Domain Proton
« Irr_Freq 500.15991521 [MHz]
=3 Irr_Offset = 5.0[ppm]
] Clipped FALSE
g = Scans 88
2 o] Total_Scans = 88
S ] .
So wmmmmmwmmmwmmﬂ Relaxation Delay = 2[s]
B Recvr_Gain 58
G Temp_Get 16.4[dC]
T T T T T T T T T T T T [ e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
‘ ‘ ‘ ‘\ X_Atn 3[dB]
X_Pulse 3.12[us]
3 PRI NN ONeRRYSONaE0RESY 358 Irz_Atn Dec 20.54[dB]
< RN XTI OANARR TR RE ALY T — NSO ne Irr_Atn_Noe 20.54[dB]
& IINNNANEESsnaadllESSIRREE 834 Irz Noise povid
e = S e e e e rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

50.0

40.0

30.0

20.0

10.0

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

39.398

100 0 -10.0 -20.0 -30.0

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename KM2-28-4_phosphorus-1-2.3
Author delta

Experiment carbon. jxp

Sample_Id KM2-28-4

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

24-JAN-2020 18:56:02
24-JAN-2020 19:22:30

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain = 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]

Clipped FALSE

Scans 43

Total_ Scans =43

Relaxation_Delay
Recvr_Gain

Temp_Get = 16.5[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424[s]
X_Angle = 30[deg]
X_Atn 5[dB]
X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




0
o, JEOL D

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

40a sexp ( D:Z[Hz]. 0.0[s] )
trapezoid( 0[%], 0[%], 80[%], 100[%] )
zerofill( 1 )
f£t( 1, TRUE, TRUE )
machinephase
ppm
Filename = KM2-55-2_proton-1-3.3jdf
Author delta
S Experiment proton. jxp
« Sample_Id KM2-55-2
- Solvent CHLOROFORM-D
Actual_Start_Time = 18-JUL-2020 12:
Revision Time = 22-JUL-2020 21:
" Comment = single_pulse
< Data_Format 1D COMPLEX
o o Dim_Size 13107
b 3 /g fg J(@ /%J 2 X _Domain Proton
s i - — Dim Title Proton
Dim Units [ppm]
Dimensions X
Site = JNM-ECX500
Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

11.7473579[T] (500([MHz])
1.74587904([s]

X_Domain 1H

X Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]

X_Points 16384

X_Prescans 1

X_Resolution
X_Sweep
X_Sweep_Clipped

0.57277737[Hz]
9.38438438 [kHz]
7.50750751 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain Proton

Tri_Freq 500.15991521 [MHz]
Tri_Offset 5.0 [ppm]

Clipped = FALSE

o

0 0.1 020304050607 0809101.11213141516 1.7 1.8 19 2.0 2.1 22 23 24

abundance

Scans 8
Total_ Scans =8
i A . 8 -

Relaxation_Delay 5[s]
L L B L B L L L e L L L B L L S ot 26
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get 21.1[dC]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
XN MmO AN o™ =0V tTIIVLOoON =0 —=O0oa-aAa>SQo X—Angle 45[deg]
S0~ 0 — O~ o NOQXE-MMF—OXCUFO—~WLIFTASLnADS I X Atn 4[dB]
888722 = MAANOCO—==30XKRXLHOLCOOTNANSS Ty pulse - 6.85[us]
L e L L vy MmN AN~ === =0 00O g — -
- 7 Irr_Mode off
X : parts per Million : Proton Tri_Mode = Off

0.2 0.3 0.4 0.5

0.1

abundance

] @ lJEDLD
| Ph/\/\NJ\

] ---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
] 40a trapezoid( 0[%], O[%], 80[%], 100[%] )
4 zerofill( 1 )
] £ft( 1, TRUE, TRUE )

1 machinephase

1 ppm

] Filename = KM2-55-g_carbon-1-2.jdf
] Author delta

] Experiment carbon. jxp

] Sample_Id KM2-55-g

] Solvent = CHLOROFORM-D

i Actual_Start _Time = 13-MAR-2020 19:
] Revision_Time = 16-MAR-2020 11:

] Comment single pulse decoupled ga
4 Data_Format 1D COMPLEX
] Dim_Size 26214
X_Domain Carbon
Dim_Title Carbon13
1 Dim Units [ppm]
Dimensions X
Site = JNM-ECX500
Spectrometer = DELTAZ_NMR
Field Strength = 11.7473579[T] (500[MHz])
X Acq Duration = 0.83361792[s]
X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]
X_Points 32768
X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]
Proton

Irr Freq 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Clipped FALSE
Scans 93
Total_Scans 93
L Relaxation_Delay 2[s]
’ Recvr_Gain 60
B T P N e Tenp Gt 13316
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[deg]
| AN AN AN S
X_Pulse 3.12[us]
g ; Sl‘ '\2 % 32 8 g Q g 8 'KQ 8 ; Irr_Atn Dec 20.54[dB]
>N < < S~ S~ Ao — Irr_Atn_Noe 20.54[dB]
o T 19 NN I o] I:x:Noﬁe WALTZ
X : parts per Million : Carbon13 322;5;1‘32 = :IZUSES]




4.0

3.0

2.0

1.0

abundance

1805
0.92
0.94

—

2.02

!

L

2.97

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

)

A A b A

o)
)
]

9.0 8.0

7.334
7.330
7.320
7.317

X : parts per Million : Proton

7.310
7.305
7.302
7.278
7.274
7.264
7.260
7.257

7.252
7.248
7.244
6.907
6.521
4.430
4418
3.959
3.949

o

o %
o =
'\

0.929
0914
0.899
0.006
0.000
-0.007

machinephase
ppm

Filename KM2-56-3_proton-1-5.jdf
Author delta

Experiment proton. jxp

Sample_Id KM2-56-3

Solvent CHLOROFORM-D

Actual_Start Time
Revision_Time

18-JUL-2020 13:04:07
22-JUL-2020 21:21:36

Comment = single_pulse
Data_Format 1D COMPLEX
Dim_Size 13107
X_Domain Proton
Dim_Title Proton
Dim_Units [ppm]
Dimensions X

site JNM-ECX500
Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500([MHz])
1.74587904([s]

X_Domain = 1H

X Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]

X_Points 16384

X_Prescans 1

X_Resolution
X_Sweep
X_Sweep_Clipped

0.57277737[Hz]
9.38438438 [kHz]
7.50750751 [kHz]

Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton

Tri_Freq 500.15991521 [MHz]
Tri_Offset 5.0 [ppm]

Clipped FALSE

Scans 8

Total_Scans =8

Relaxation_Delay
Recvr_Gain

Temp_Get = 21.3[dC]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
X_Atn 4[dB]
X_Pulse 6.85[us]
Irr_Mode Off

Tri_Mode = Off

0.6

0.5

0.4

0.3

0.2

0.1

abundance

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

/N

173.785 —

X : parts per Million : Carbonl

137.731 —

168.930
128.631

w

0

NS
N
~
a

>_

38074 7

127.486
77.248
77.000
76.742
43.482
43.301

18921 —

13.685 —

machinephase
ppm

Filename = KM2-56-2_carbon-1-2.3jdf
Author delta

Experiment carbon. jxp

Sample_Id KM2-56-2

Solvent CHLOROFORM-D
Actual_Start Time = 13-MAR-2020 19:46:31
Revision_Time = 16-MAR-2020 11:57:07
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size = 26214

X_Domain Carbon

Dim_Title Carbon13

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTAZ_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 1.19959034 [Hz]

X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE

Scans 81

Total_Scans =81

Relaxation Delay = 2[s]

Recvr_Gain 60

Temp_Get 15.2[dC]
X_90_Width 9.36[us]
X_Acq_Time 0.83361792[s]
X_Angle 30[deg]

X_Atn 3[dB]

X_Pulse 3.12[us]

Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




o Ph
- JEOL

7] ’N\\ ---- PROCESSING PARAMETERS ----

1 N N dc_balance( 0, FALSE )

1 —_ sexp( 0.2[Hz], 0.0[s] )

] Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
o zerofill( 1 )

] "Bu Ph ££t( 1, TRUE, TRUE )

] machinephase

] HO pPm

] 6a reference( 7.26[ppm], 7.26[ppm] )

] reference( 0.04935[ppm], O[ppm] )
<] : :
3 Filename s0-01-146-2_proton-1-4.3d

1 Author delta

1 Experiment proton. jxp

1 Sample_Id s0-01-146-2

1 Solvent CHLOROFORM-D

1 Actual_Start_Time 8-JUN-2018 21:19:52

] Revision Time = 26-JUN-2019 15:35:15

] Comment = single_pulse
<] Data_Format 1D COMPLEX
] Dim_Size 13107

1 X_Domain Proton

] Dim Title Proton

1 Dim_Units [ppm]

1 Dimensions X

1 Site JNM-ECX500

1 Q Spectrometer = DELTA2_NMR

4 o o~ = =3 © < ol o -

ors S =} ] (=} g o
=N I =N e = s Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]

1 X_Domain =1H

] X _Freq 500.15991521 [MHz]

] X_Offset 5.0 [ppm]

] X_Points 16384

] X_Prescans 1

] X_Resolution 0.57277737 [Hz]

] X_Sweep 9.38438438[kHz]

] X_Sweep_Clipped 7.50750751 [kHz]
< Irr_Domain Proton
A Irr_Freq 500.15991521 [MHz]

q Irr Offset 5.0[ppm]

1 Tri_Domain Proton

b Tri_Freq 500.15991521 [MHz]

@ Tri_Offset 5.0 [ppm]
2 1 Clipped FALSE
g ] Scans 8
= Total_Scans =8
ER L P N
2o ;
s ] Relaxation_Delay
e S e e e O B e TR DR
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15.9[dcC]
X_90_Width 13.7[us]
X_Angle 45[deq]
AN A O ANTROANNOVTAONOANENOTON —A ANV DNONTRAT =S — e 0t — I X Atn 4[dB]
Al -SSR el A - RXACLTA TN~ N B O NOLTAN - CFTAN—NRLDOF T~ RN T 0 G o
mmaaaddddddNd === EadAddAdRRNRE AN %R R%RRRRRYE SO ST X Pulse 6.85[us]
eSS TAANANANANANNN = === = 000000000000 OO Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
i dEDL:s

7 —---- PROCESSING PARAMETERS ----

1 dc_balance( 0, FALSE )

| sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
(=3 £ft( 1, TRUE, TRUE )
e machinephase

1 ppm

] reference( 7.26[ppm], 7.26[ppm] )

reference( 0.04935[ppm], O[ppm] )
q reference( 0.00802[ppm], O[ppm] )
] reference( 0.01832[ppm], O[ppm] )
] Filename = s0-01-146-2_carbon-1-2.3d
Author delta

1 Experiment carbon. jxp

] Sample_Id s0-01-146-2
Solvent CHLOROFORM-D
1 Actual_Start_Time 8-JUN-2018 21:22:05
g, Revision_Time = 8-JUN-2018 22:00:54
1 Comment = single pulse decoupled ga
4 Data_Format 1D COMPLEX
Dim_Size = 26214

1 X_Domain Carbon

1 Dim Title Carbonl3
Dim_Units [ppm]

1 Dimensions X

1 Site JNM-ECX500

| Spectrometer = DELTAZ_NMR

1 Field Strength = 11.7473579[T] (500 [MHz])

] X_Acq_Duration 0.83361792[s]

o X_Domain 13c
= X_Freq 125.76529768 [MHz]
] X _Offset 100 [ppm]
X_Points 32768
1 X_Prescans 4
] X_Resolution 1.19959034[Hz]
X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped = 31.44654088[kHz]
1 Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
1 Irr Offset = 5.0[ppm]
] Clipped FALSE
g | Scans 60
= Total_Scans = 60
S .
= Relaxation Delay = 2[s]
2° Recvr_Gain 58
G Temp_Get 16.1[dC]
T T T T T T T T T [ T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
- N NN
X_Pulse 3.12[us]
SR 993RIT SRR, g S52232% Iex_Atn Dec 20.54 [dB]
~¥a T oaxna oS * N NN o Irr_Atn_Noe 20.54[dB]
£9S TEESES ERES ¢ dosgge frNoize miz
s Il iieRela kel rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE
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2.0

1.0

1377
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=] =3 s o
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ol = S o

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
phase( 0, -6, 34.84664[%] )
reference( 7.26([ppm], 7.26[ppm] )

4.01
2.86

Filename $0-01-149-3 (2)_proton-1-4
Author delta

Experiment proton. jxp

Sample_Id s0-01-149-3(2)

Solvent CHLOROFORM-D

22-JUN-2018 15:38:28
20-DEC-2019 16:08:22

Actual_Start _Time
Revision_Time

Comment = single_pulse
Data_Format 1D COMPLEX
Dim_Size 13107
X_Domain Proton
Dim_Title Proton

Dim Units [ppm]
Dimensions X

Site JNM-ECX500
Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
1.74587904[s]

X_Domain = 1H
X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]

X_Points 16384

X_Prescans 1

X_Resolution
X_Sweep
X_Sweep_Clipped

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]

abundance

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

X : parts per Million : Carbon13

165.249

149.253 =

n
Q
<
<

°N
<
=
)

3]
]
N
©
A

/

=
%
Il

e

=3
&
<
©
Il

I
=
=
~
]

%
"
N
=
]

127.525

AN

77.754
77.248
77.000
76.742
50.989
43.568 —

30.558 —

22,622 —

)
3
h
e}

-10.0-20.0

Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
© Tri_Offset 5.0 [ppm]
2 Clipped FALSE
3 J\ Scans 8
= L Total_Scans =8
=
|° Relaxation_Delay
L L L AL e e e B L I YOS N
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 14.4[dcC]
X_90_Width 13.7[us]
A A A A S e R h
X_Angle 45[deq]
XS AOC AR NS A <+ o e — e SNV NCRTAVML AWM WY ST T O WX Atn 4[dB]
S DX TN O — o —o Ao T ANO S AT XLO WV — O 00 0 —
A= =S aa %I oS —mm RO ARRR RN NS R R G S G X Pulse 6.85[us]
o Ll el e e o o e ol ol e < < <+ <+ <+ < NN~ = =0 000000 OO Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
Bn
e JEOL
< N
< H
;N\ —---- PROCESSING PARAMETERS ----
N N dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
— Ph trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
££ft( 1, TRUE, TRUE )
"Bu Ph machinephase
HO gp =
3]
o
Filename = s0-01-149-3_carbon-1-2.3d
Author delta
Experiment carbon. jxp
Sample_Id 50-01-149-3
Solvent CHLOROFORM-D
Actual_Start Time = 12-JUN-2018 21:29:00
Revision_Time = 13-JUN-2018 11:06:07
Comment = single pulse decoupled ga
N Data_Format 1D COMPLEX
S Dim_Size = 26214
X_Domain Carbon
Dim Title Carbonl3
Dim_Units [ppm]
Dimensions X
Site JNM-ECX500
Spectrometer = DELTAZ_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 0.83361792[s]
X_Domain 13c
X_Freq 125.76529768 [MHz]
- X _Offset 100 [ppm]
< X_Points 32768

4
1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]

X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped

Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE

Scans 318
Total_Scans = 318
Relaxation Delay = 2[s]
Recvr_Gain 56

Temp_Get 13.8[dC]
X_90_Width 9.36[us]
X_Acq_Time 0.83361792[s]
X_Angle 30[deg]

X_Atn 3[dB]
X_Pulse 3.12[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92[us]
Decoupling = TRUE




abundance

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

\

X : parts per Million : Carbon13
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77.773
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©
o
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1 O
4 H’ ---- PROCESSING PARAMETERS ----
N dc_balance( 0, FALSE )
7] N' \‘N sexp( 0.2[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] =/( Ph zerofill( 1 )
f£t( 1, TRUE, TRUE )
1 "Bu Ph machinephase
] ppm
< HO 6c n
gl <
1 =
Filename KM1-142-1_proton-1-4.jdf
1 Author delta
1 Experiment proton. jxp
] o Sample_Id KM1-142-1
= Solvent CHLOROFORM-D
1 ~ Actual_Start Time = 27-NOV-2019 12:22:46
] Revision Time = 11-DEC-2019 14:52:04
o] Comment = single_pulse
= o 2 Data_Format 1D COMPLEX
] 2 o Dim_Size 13107
B X_Domain Proton
1 = o Dim_Title Proton
B &S 3 Dim_Units [ppm]
Dimensions X
1 - < fon Site JNM-ECX500
] BY S [& Spectrometer = DELTA2_NMR
=3 - =1
1 Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
< X_Points 16384
- X_Prescans 1
1 X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
i Irr Offset 5.0[ppm]
Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0[ppm]
2 Clipped FALSE
8 J Scans 8
s A Total_Scans =8
2o Wl L S| S )
< Relaxation_Delay
N T o e L e L e T e L e T [ PSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 14.8[dC]
X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
= — = X_Angle 45[deg]
XM AN O FT RO NOTFT —~0OOMPOVOEINOTFTORND —F OIS =00 NOM0O == Woeed oAt N e S X Atn 4[dB]
MM AN =S CNRBEEC LR A~ TN~ OO TP ANONMONOCIEROODB ML O~ — S0 0 o o=
MmO AAN RS- T =X REEE LA AAdA=C033303000 0% XK 8 e I X Pulse 6.85[us]
e YA e e = = = = = = O 0 0000000000 OO T Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
<] JEOL
S
1 0
1 H’N ---- PROCESSING PARAMETERS ----
1 dc_balance( 0, FALSE )
4 sexp( 2.0[Hz], 0.0[s] )
trapezoid( O[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
4 fft( 1, TRUE, TRUE )
| machinephase
ppm
@
S
Filename = KM1-142-3_carbon-1-2.3jdf
q Author delta
1 Experiment carbon. jxp
] Sample_Id KM1-142-3
Solvent CHLOROFORM-D
1 Actual_Start Time = 2-DEC-2019 19:42:21
1 Revision_Time = 3-DEC-2019 12:20:03
~ Comment = single pulse decoupled ga
o7 Data_Format 1D COMPLEX
1 Dim_Size = 26214
1 X_Domain Carbon
Dim_Title Carbon13
1 Dim Units [ppm]
] Dimensions X
| Site JNM-ECX500
Spectrometer = DELTAZ_NMR
J Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq Duration 0.83361792[s]
X_Domain 13c
1 X_Freq 125.76529768 [MHz]
= X_Offset 100 [ppm]
< X_Points 32768
1 X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]

Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Clipped FALSE

Scans 322
Total_Scans =322
Relaxation Delay = 2[s]
Recvr_Gain 58

Temp_Get 15.1[dC]
X_90_Width 9.36[us]
X_Acq_Time 0.83361792([s]
X_Angle 30[degq]

X Atn 3[dB]
X_Pulse 3.12[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92 [us]
Decoupling = TRUE




] g
, : JEOL
S)
<7 ,N\ ---- PROCESSING PARAMETERS ----
B N N dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s] )
—{( Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
1 By Ph £ft( 1, TRUE, TRUE )
] machinephase
] HO gq ppm
|
Lagl
1 Filename KM1-130-3_proton-1-2.jdf
] Author delta
Experiment proton. jxp
7] Sample_Id KM1-130-3
7 —_ Solvent CHLOROFORM-D
] o Q Actual_Start Time = 14-NOV-2019 21:39:54
| - < Revision_Time = 14-NOV-2019 22:18:59
=1
1 o “ « Comment = single_pulse
1 - o 2 o =) Data_Format 1D COMPLEX
] jq fo Jq Dim_Size 13107
o S — S X_Domain Proton
7 Dim Title Proton
1 Dim Units [ppm]
] Dimensions X
] site JNM-ECX500
Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq Duration 1.74587904[s]
X_Domain = 1H
1 X Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
] X_Points 16384
=) X_Prescans 1
- X_Resolution 0.57277737[Hz]
1 X_Sweep 9.38438438 [kHz]
J X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
7 Irr Offset 5.0[ppm]
b Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
@ Tri_Offset 5.0 [ppm]
2 1 Clipped FALSE
,g B Scans 8
s Total_Scans =8
Eo J L —
< Relaxation_Delay
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T Recvr Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get
X_90_Width 13.7[us]
X_Angle 45[deg]
MOV NI 0N == 0OAl S —0 OV wa o TN~ 1NOONOO —O¢mwt O G X Atn 4[dB]
A -SSR NTITNOOSRO RSP TACENIAOEEoRT I mag R
monemaaddaddaaN==3388aa3R SS90 R R %R R %G LS I K Pulse 6.85[us]
o Lo e e e e e el e e L Ll el 2 - - gl NN NO OO0 OO OO Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
< |
T Ph~ ™" JEOL
O
H’N
B ’N\ —---- PROCESSING PARAMETERS ----
N° °N dc_balance( 0, FALSE )
B sexp( 2.0[Hz], 0.0[s] )
4 — Ph trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
1 By Ph | ££e( 1, TrUE, TRUE )
J machinephase
Lag} m
ull HO gq pp
Filename = KM1-130-3_carbon-1-2.3jdf
1 Author delta
1 Experiment carbon. jxp
] Sample_Id KM1-130-3
Solvent CHLOROFORM-D
1 Actual_Start Time = 14-NOV-2019 21:43:04
] Revision_Time = 14-NOV-2019 22:09:44
27 Comment = single pulse decoupled ga
4 Data_]?ormat 1D COMPLEX
Dim_Size = 26214
1 X_Domain Carbon
1 Dim_Title Carbon13
] Dim Units [ppm]
Dimensions X
1 Site JNM-ECX500
4 Spectrometer = DELTAZ_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
J X_Acq Duration 0.83361792[s]
] X_Domain 13c
_ X_Freq 125.76529768 [MHz]
= X_Offset 100 [ppm]
] X_Points 32768
X_Prescans 4
1 X_Resolution 1.19959034 [Hz]
] X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088 [kHz]
1 Irr_Domain Proton
1 Irr Freq 500.15991521 [MHz]
i Irr Offset = 5.0[ppm]
Clipped TRUE
o Scans 632
2 | Total_Scans = 632
<
£ ] Relaxation Delay = 2[s]
Bo i ' : ll Recvr_Gain 60
= = YR FON  t  NAAASNmip Temp Get 16 2(4c]
i .36[us
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
DA~ ALl 11
X_Pulse 3.12[us]
5 SIL2RBSIES 3288 89 5 & & Irr_Atn Dec 20.54[aB]
= MY anS RN eS %NS S = DI Irr_Atn_Noe 20.54[dB]
3 2ISEEENNNN SRR 82 g 8 o rex oize wsirz
- = R R R e R R R R rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE
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<
] i JEOL
i ra N O
1 ] H’
,N\ ---- PROCESSING PARAMETERS ----
1 N N de_balance( 0, FALSE )
1 sexp( 0.2[Hz], 0.0[s] )
1 = Ph trapezoid( 0[%], O0[%], 80[%], 100[%] )
zerofill( 1 )
b n £ft( 1, TRUE, TRUE )
| Bu Ph machinephase
S ppm
] HO ge
1 Filename KM1-76-4_proton-1-2.jdf
] Author delta
Experiment proton. jxp
1 Sample_Id KM1-76-1
4 Solvent CHLOROFORM-D
Actual_Start Time = 19-SEP-2019 21:09:06
1 Revision Time = 19-SEP-2019 21:05:43
o | Comment = single_pulse
S Data_Format 1D COMPLEX
1 Dim_Size 13107
1 X_Domain Proton
Dim_Title Proton
1 Dim Units [ppm]
] Dimensions X
Site JNM-ECX500
1 Spectrometer = DELTA2_NMR
4 =3
2 Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
1 - X_Domain = 1H
& X_Freq 500.15991521 [MHz]
- 7] (N X_Offset 5.0[ppm]
= X_Points 16384
| o - X_Prescans 1
o S K X_Resolution 0.57277737[Hz]
1 o « - X_Sweep 9.38438438 [kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
o Irr Domain Proton
4 ' =3 = =,
X < o Irr_Freq 500.15991521 [MHz]
] 2 = Irr_Offset 5.0[ppm]
Tri_Domain Proton
1 4 4 Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0[ppm]
2 ] Clipped FALSE
_g ‘/\ Scans 8
= B J J u Total_ Scans =8
=
|° ~ Relaxation_Delay
L S L L e e L A e TRy
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get
X_90_Width 13.7[us]
B AL RS R e
X_Angle 45[deg]
= T oWV =S A0 —0Vn =D v o i N v 00 DATOT OO X_Atn 4[dB]
= SXoQNSO WA — O oo — QN 0 o0 DX O —
< Foadagagaa—==33 == a==c SraneesS X_Pulse 6.85[us]
S Ll o e e e e e e L e < < AN cococococooo Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
2 Ph JEOL
-7 N 0
wv) ’
1 H N ---- PROCESSING PARAMETERS ----
1 NS dc_balance( 0, FALSE )
< ] N N sexp( 2.0[Hz], 0.0[s] )
—] trapezoid( O[%], O[%], 80[%], 100[%] )
E —/( Ph zerofill( 1 )
o . £ft( 1, TRUE, TRUE )
— Bu Ph :;::\h;nephase
o ] HO 6e
1 Filename = KM1-76-5_carbon-1-2.3jdf
] Author delta
S : .
= Experiment carbon. jxp
] Sample_Id KM1-76-5
] Solvent CHLOROFORM-D
] Actual_Start Time = 20-SEP-2019 19:17:34
Sl Revision_Time = 20-SEP-2019 19:23:06
o0 ] Comment = single pulse decoupled ga
<M Data_Format 1D COMPLEX
] Dim_Size = 26214
] X_Domain Carbon
= Dim Title Carbon13
< Dim Units [ppm]
] Dimensions X
O 1 Site JNM-ECX500
(=} Spectrometer = DELTAZ_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped =

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]

Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Clipped FALSE

Scans 220
Total_Scans = 220
Relaxation Delay = 2[s]
Recvr_Gain 60

Temp_Get 20.2[4c]
X_90_Width 9.36[us]
X_Acq_Time 0.83361792([s]
X_Angle 30[degq]

X Atn 3[dB]
X_Pulse 3.12[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92 [us]
Decoupling = TRUE




abundance

1 =
4 =
2
1 o =] =] o~ o [=Z 0 — o< dEDL
4 J ) < < Q% ) ;‘I_Ya‘. i "fg’c\
f=_—= = _BS _—S S RN == IS
g ---- PROCESSING PARAMETERS ----
< dc_balance( 0, FALSE )
< | sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
i Bn ££t( 1, TRUE, TRUE )
| \ O machinephase
] H’N ppm
] NN
] M&™ N—={ pn
<4 n Filename = 50-02-024-2_proton-1-2.3jd
] Bu Ph Author = delta
| Experiment proton. jxp
HO 6f Sample_Id 50-02-024-2
Solvent CHLOROFORM-D
R Actual_Start_Time = 23-JUL-2018 1
] Revision_Time = 23-JUL-2018 15:
Comment = single_pulse
Data_Format 1D COMPLEX
1 Dim Size 13107
] X_Domain Proton
< | Dim Title = Proton
o] Dim _Units [ppm]
1 Dimensions X
1 Site JNM-ECX500
] Spectrometer = DELTA2_NMR
Field_Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
4 X_Domain 1H
] X_Freq 500.15991521 [MHz]
| X_Offset 5.0 [ppm]
X_Points 16384
o] X_Prescans 1
| X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
| X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
4 Irr Offset 5.0 [ppm]
4 Tri_Domain Proton
| Tri_Freq 500.15991521 [MHz]
5 Tri_Offset 5.0 [ppm]
2 7 Clipped = FALSE
S Scani g
s Total_Scans =
I _J O _
S Relaxation_Delay 5[s]
L B L o o o L L o LA A o o o o o e - O, 20
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get 19.6[dC]
X_90_Width 13.7[us]
N N N NS | i
X_Angle 45[deg]
PO O NI NI RANONT—RXR—~OVMOE NSO OOT O ~FTAUNO =00 T T — O —0>0Oc %O X Atn 4[dB]
SO X0 T OO N = TANOULOADTOT OO TASOWN T A ONOWN — RO XY —
ARNEANAdAINAdd NI T TERRRRIITIIANOAS - ==~ 328 dAS RN R R LTSS X Pulse = 6.85[us]
NN N NN NN NN NN NN NN SIS FF I ITITITITIITISISTANANANAN AN~~~ —~ S S3SSSS3S S I Irr Mode Off
X : parts per Million : Proton Tri Mode = Off
J Bn IJEDL
] \ /o)
<~ ,N
=y H -
4 ——— OCESSING PARAMETERS ----
dc_balance( 0, FALSE )
7] Me sexp( 2.0[Hz], 0.0[s] )
1 trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
B n £ft( 1, TRUE, TRUE )
Bu Ph machinephase
J HO gf een
] Derived from: so-02-024-2_carbon-1-1.3jdf
“
=
] Filename = 50-02-024-2_carbon-1-2.3d
Author delta
1 Experiment carbon. jxp
q Sample_Id 50-02-024-2
] Solvent = CHLOROFORM-D
| Actual_Start_Time = 23-JUL-2018 10:
Revision_Time = 20-DEC-2019 17:
1 Comment single pulse decoupled ga
4 Data_Format 1D COMPLEX
| Dim_Size 26214
S X_Domain Carbon
1 Dim Title Carbonl3
1 Dim_Units [ppm]
] Dimensions X
Site JNM-ECX500
1 Spectrometer DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
] X _Acq Duration = 0.83361792[s]
X_Domain 13c
1 X_Freq 125.76529768 [MHz]
q X _Offset 100 [ppm]
- X_Points 32768
< X_Prescans 4

.o ot il il ALMnmhhnu‘.MWMMWMMMJWMIMWMWMWﬁmuMMMWMWmIm

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0
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X : parts per Million : Carbon13

AN

77.801
77.248
77.000
76.742
58.438

43435 —

30.758 —

X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain
Irr_Freq
Irr_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get
X_90_Width
X_Acq_Time
X_Angle

X Atn
X_Pulse
Irr_Atn Dec
Irr_Atn_Noe
Irr_Noise
Irr_Pwidth
Decoupling

20.0 10.0 0 -10.0-20.0

22,632 7/
19513 —
13437 ——

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

249

249

19.9[dC]
9.36[us]
0.83361792[s]
30[deg]
3[dB]
3.12[us]
20.54[dB]
20.54[dB]
WALTZ
92[us]
TRUE




abundance

1 o no o = =3 =) ®© 0 D
f > 338 = 8 = & &
[ == __«a N =

1.03

(=}
<+ —---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s]
] Bn\N trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
fft( 1, TRUE, TRUE )

1 machinephase

1 (@) N ppm

i N’ \‘N Derived from: so-02-020-2_proton-1-1 (2).3jdf
= ={ Ph
o

1 "Bu Ph Filename 50-02-020-2_proton-1-1 (2

1 Author delta
] HO 6 Experiment proton. jxp
g Sample_Id 50-02-020-2

Solvent CHLOROFORM-D
1 Actual Start Time = 18-JUL-2018 18:00:29
1 Revision Time = 14-NOV-2018 10:01:16
Comment = single_pulse
1 Data_Format 1D COMPLEX
R Dim Size 13107
< X_Domain = Proton
o Dim_Title Proton
1 Dim _Units [ppm]
b Dimensions =X
1 Site JINM-ECX500
Spectrometer = DELTA2_ NMR
R Field_Strength 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
i X_Domain 1H
X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
1 X_Points 16384
< | X_Prescans 1
— X_Resolution 0.57277737[Hz]

X_Sweep
g X_Sweep_Clipped

9.38438438 [kHz]
7.50750751 [kHz]

1 Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
1 Irr Offset 5.0 [ppm]
1 Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
Tri_Offset 5.0 [ppm]
] Clipped = FALSE
1 Scans 8
1 Total_Scans =8
. L~ —_— )
Relaxation_Delay
T T T T T T T T T T T T Recvr Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.1[dc]
X_90_Width 13.7[us]
X_Angle 45[deg]
Sf eSO M MO =0 TN ~F A0~ 1N DRRASD OO N DS X _Atn 4[dB]
XWX -0 TTULTAAA A —AN-IONOOCTTIT-ONMT N —OXOW TN —O —O 0O -
Q8IS dAd T IRTInn=o&a=2=358d3335383338a8858853 X_Pulse 6.85[us]
. eSS T TANANANANANANNNN A A~ 000000000 OoOO Irr Mode Off
X : parts per Million : Proton Tri Mode = Off

0.2 0.3 0.4 0.5 0.6 0.7 0.8

0.1

abundance

Bn~N'H lJEDLD

O —---- PROCESSING PARAMETERS ----
N dc_balance( 0, FALSE )
I sexp( 2.0[Hz], 0.0[s] )
N N trapezoid( 0[%], O[%], 80[%], 100[%] )
—={ Ph zerofill( 1 )
££ft( 1, TRUE, TRUE )
machinephase
"Bu Ph PpPm

Filename = 50-02-020-2_carbon-1-1 (2
Author delta

Experiment carbon. jxp

Sample_Id 50-02-020-2

Solvent CHLOROFORM-D
Actual_Start Time = 19-JUL-2018 21:44:12
Revision_Time = 20-DEC-2019 16:30:01
Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size = 26214

X_Domain Carbon

Dim_Title Carbon13

Dim Units [ppm]

Dimensions X

Site JNM-ECX500

Spectrometer = DELTAZ_NMR

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 1.19959034[Hz]

X_Sweep 39.3081761[kHz]
X_Sweep_Clipped = 31.44654088 [kHz]
Irr_Domain Proton

Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]

Clipped FALSE

Scans 512

Total_Scans = 512

Relaxation_Delay = 2[s]
Temp_Get 19.9[dC]

R R N A R A N N I R R R R R s L I R RS RS RS S RN SR SRR PR T T 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792(s]
X_Angli 30[deg]
T A AN NITA o i,
X_Pulse 3.12[us]
a TAESRILILR gﬁgg gsy\g aE X Irr_Atn_Dec 20.54[dB]
L) AN 0N o oy N oA S oo o Irr_Atn_Noe 20.54[dB]
2 $% EEERNES EEES gedg dd o Irx Noise waLrz
X : parts per Million : Carbon13 §§Z;§§i‘i§2 = :i&:ﬂ
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
£ft( 1, TRUE, TRUE )
machinephase
ppm
~
=
o
]
ISR o Filename KM2-2-2_proton-1-3.3df
N Author delta
- Experiment proton. jxp
Sample_Id KM2-2-2
Solvent CHLOROFORM-D

Actual_Start Time
Revision_Time =

6-DEC-2019 20:32:10
11-DEC-2019 16:21:08

Comment = single_pulse
Data_Format 1D COMPLEX
Dim_Size 13107
X_Domain Proton
Dim_Title Proton
Dim Units [ppm]
Dimensions X
site JNM-ECX500
Spectrometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration 1.74587904[s]
X_Domain = 1H
X Freq 500.15991521 [MHz]
< X_Offset 5.0 [ppm]
- X_Points 16384
X_Prescans 1
X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
® Tri_Offset 5.0[ppm]
2 Clipped FALSE
k=) Scans 8
] Total_Scans =8
3 L . -
2o X
< Relaxation_Delay
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T Recvr Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 14.8[dc]
X_90_Width 13.7[us]
X_Angle 45[deg]
SO AN AN AN~ N O RN OAN OO —~—NOXEOMOANOONOVALCODOON A — —1nO—00NW0TF AN OO I X Atn 4[dB]
M e A RO N O O N BN AR NS - CR RN SO RO AE RN AOD NN LT = RDD A= RS o
MmOl ddAddN ===~ = XXEERARRILILT =SS S S RRRRRR R R R RN ST X Pulse 6.85[us]
Lol el e e ol il e et Rl B B B B B e e B B} OO OO OO OO OO OCO OO Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
Ph
0 JEOL
)
< ,N —---- PROCESSING PARAMETERS ----
H dc_balance( 0, FALSE )
UNL sexp( 2.0[Hz], 0.0[s] )
N ;
N trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
—( Ph ££t( 1, TRUE, TRUE )
machinephase
"By Ph | fen
<
2 HO 6h
Filename = KM2-2-3_carbon-1-2.jdf
Author delta
Experiment carbon. jxp
Sample_Id KM2-2-3
P Solvent CHLOROFORM-D
s Actual_Start Time = 10-DEC-2019 18:44:17
Revision_Time = 10-DEC-2019 18:53:51
Comment = single pulse decoupled ga
Data_]?ormat 1D COMPLEX
Dim_Size = 26214
X_Domain Carbon
Dim_Title Carbon13
Dim Units [ppm]
~ Dimensions X
o site JNM-ECX500
Spectrometer = DELTAZ_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration 0.83361792[s]
X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]
X_Points 32768
- X_Prescans 4
S X_Resolution 1.19959034 [Hz]
X_Sweep 39.3081761[kHz]
X_Sweep_Clipped = 31.44654088 [kHz]
Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE
3 Scans 108
2 Total_Scans = 108
<
- o
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 15.7[dC]
T T T T T T T T T T T T T T T T T T T T T T T T T T T w90 Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
A A | AN
X_Pulse 3.12[us]
3 2L5ELIREBILS TSR - 288335 Irr_Atn Dec 20.54[dB]
\n naT IO SAaS e S MY 9onn Irr_Atn_Noe 20.54[dB]
S FLSEEEI]SE ININISS § XX-I8A2 Izz Noise vgvz;:[.-rz]
- — e == rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE
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1 ---- PROCESSING PARAMETERS ----
1 dc_balance( 0, FALSE )
1 Bn sexp( 0.2[Hz], 0.0[s] )
] \ (0] trapezoid( 0[%], 0[%], 80[%], 100[%] )
] N zerofill( 1 )
< | Bn/ £££( 1, TRUE, TRUE )
<~ N machinephase
N’ \‘N ppm
—{ Ph
] nBy Ph
1 HO Gi Filename 50-02-001-3 (4)_proton-1-3
1 1 Author delta
1 Experiment proton. jxp
< Sample_Id $0-02-001-3
@ - Solvent CHLOROFORM-D
] Actual_Start_Time = 26-JUN-2018 15:39:48
] Revision_Time = 14-NOV-2018 09:16:28
1 Comment = single_pulse
1 Data_Format 1D COMBLEX
b Dim Size 13107
R X_Domain = Proton
] Dim Title Proton
1 Dim _Units [ppm]
=Y Dimensions =x
ISH Site JINM-ECX500
1 Spectrometer = DELTA2_NMR
B Field Strength 11.7473579[T] (500 [MHz])
] X_Acq Duration 1.74587904(s]
1 X_Domain 1H
| X_Freq 500.15991521 [MHz]
X_offset 5.0 [ppm]
] X_Points 16384
1 X_Prescans 1
o X_Resolution 0.57277737 [Hz]
= X_Sweep 9.38438438 [kHz]
- X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0 [ppm]
7 Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
o A Tri_Offset 5.0 [ppm]
2 A4 Clipped = FALSE
,g 4 Scans 8
g J Total_Scans =8
.
..g (= Relaxation_Delay 5[s]
T T T T T T T T T T Recvr Gain 3
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 17.1[dc]
X_90_Width 13.7[us]
AN A NS = e
— X_Angle 45[deg]
A N ONXNRARNEORDXOTOND DR MORATE MBI AN A D MDY X Atn 4[dB]
SV N —~— OO ANV LO O N NSO DO A TASDVY —D WO N — O~ vt al o _—
MR RRRRRREIR R R R R R R b he i S S SN X R K®WNRXN0CY X Pulse 6.85[us]
. I S e e e e e e L e S N R dadad -~ S 3SSS I Irr Mode Off
X : parts per Million : Proton Tri Mode = Off
o] JEOL
S Bn
4 \N O
] Bn/ —---- PROCESSING PARAMETERS ----
] N dc_balance( 0, FALSE )
= N’ \\N sexp( 2.0[Hz], 0.0[s] )
] trapezoid( 0[%], 0[3], 80[%], 100[%] )
1 —_ zerofill( 1)
4 Ph ££t( 1, TRUE, TRUE )
] n machinephase
1 Bu Ph ppm
<] HO 6i
< 1 : .
=4 Filename = 50-02-001-3_carbon-1-2.3d
] Author delta
1 Experiment carbon. jxp
] Sample_Id 50-02-001-3
] Solvent CHLOROFORM-D
“ ] Actual_Start_Time = 26-JUN-2018 15:41:30
= Revision_Time = 26-JUN-2018 18:41:04
] Comment = single pulse decoupled ga
q Data_Format 1D COMPLEX
] Dim Size = 26214
< 1 X_Domain Carbon
S Dim Title Carbonl3
] Dim Units [ppm]
1 Dimensions X
1 site INM-ECX500
- Spectrometer = DELTRZ_NMR
s Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq Duration 0.83361792[s]
] X_Domain 13c
1 X_Freq 125.76529768 [MHz]
] X_offset 100 [ppm]
~ X_Points 32768
=3 X_Prescans 4
1 X_Resolution 1.19959034 [Hz]
] X_Sweep 39.3081761 [kHz]
1 X_Sweep_Clipped = 31.44654088 [kHz]
q Irr_Domain Proton
1 Irr Freq 500.15991521 [MHz]
=3 Irr Offset = 5.0[ppm]
1 Clipped FALSE
o ] Scans 244
2 1 Total Scans = 244
g 1 .
] Relaxation Delay = 2[s]
B° Recvr_Gain 58
< Temp_Get 17.4[dc]
T T T T T T T T T T e e e T ¢ 90 Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[deg]
Ol AS=— A A LA
X_Pulse 3.12[us]
Y ISBEoxE2ILT 8L 2889 388 e Irr_Atn Dec 20.54[dB]
o FTOoZSITmMXI—asinad SAaS S5 RN Irr_Atn_Noe 20.54[dB]
3 FLEEZAEXEISISS NININIS 222 S8 = irr_l;:iiih vng;:[.-rz]
. = R e e R R R R rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




BnO JEOL D
N'N“N
7 —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
- Ph sexp( 0.2[Hz], 0.0[s] )
| trapezoid( O[%], O[%], 80[%], 100[%] )
e nBU Ph zerofill( 1 )
7] f£t( 1, TRUE, TRUE )
] HO . machinephase
6] ppm
] Filename $0-02-027-3_proton-1-3.3d
Author delta
J Experiment proton. jxp
Sample_Id s0-02-027-3
1 ~ Solvent CHLOROFORM-D
< = Actual_Start_Time = 25-JUL-2018 14:19:50
N < o v — © o — Revision_ Time = 20-DEC-2019 17:17:40
4 S o S 3 ] —
_rot— - = I trel :
] Comment = single_pulse
Data_Format 1D COMPLEX
J Dim_Size 13107
X_Domain Proton
1 Dim_Title Proton
] Dim Units [ppm]
Dimensions X
1 Site JNM-ECX500
Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500[MHz])
X_Acq Duration 1.74587904[s]
1 X_Domain = 1H
< | X_Freq 500.15991521 [MHz]
— X_Offset 5.0[ppm]
1 X_Points 16384
X_Prescans 1
1 X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
| Irr Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
1 Tri Domain Proton
Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0 [ppm]
2 1 Clipped FALSE
k=) t Scans 8
R ) U ‘ Total Scans =8
2 J
|° Relaxation_Delay
N e PN e e A B B [ PSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 19.1[dC]
X_90_Width 13.7[us]
N~ /| | IN AN pelmie e
X_Angle 45[deg]
N 00 N 00 D WO WM D ~ \© I NN 0T AT — O X _Atn 4[dB]
N80 ==& ®tno = < HSwdn =S xm—= -
R R ac = —Saqn adRkeeyg X_Pulse 6.85[us]
I e e o e L Pel'e) < A ——— oo ooo Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
] BnO JEOL D
4 /N\
w ] N N ---- PROCESSING PARAMETERS ----
o7 dc_balance( 0, FALSE )
] — Ph sexp( 2.0[Hz], 0.0[s] )
] trapezoid( O[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
] nBU Ph £ft( 1, TRUE, TRUE )
] machinephase
] HO 6j ppm
=
=]
] Filename = 50-02-027-3_carbon-1-2.3d
] Author delta
J Experiment carbon. jxp
1 Sample_Id $0-02-027-3
1 Solvent CHLOROFORM-D
1 Actual_Start Time = 31-JUL-2018 21:32:20
= Revision_Time = 3-AUG-2018 18:48:17
1 Comment = single pulse decoupled ga
T Data_]?ormat 1D COMPLEX
1 Dim_Size = 26214
1 X_Domain Carbon
1 Dim_Title Carbon13
1 Dim Units [ppm]
1 Dimensions X
T Site JNM-ECX500
=N Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq Duration 0.83361792[s]
X_Domain 13c
] X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]
X_Points 32768
X_Prescans 4
X_Resolution 1.19959034 [Hz]
X_Sweep 39.3081761[kHz]
X_Sweep_Clipped = 31.44654088 [kHz]
Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE
N Scans 258
2 Total_Scans = 258
< .
= Relaxation Delay = 2[s]
B Recvr_Gain 58
G Temp_Get 18.8[dC]
N o I o LA R e R I A R B o o o e R Py S sy 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
WA~ AN
X_Pulse 3.12[us]

166.231
148.614
145.228
76.742
67.948
48.995 —
30396 —
22593 —
13.379 —

'5 ;Dr C;l (_\ﬁ % :"' % 2 g 5} 8 Irr_Atn Dec 20.54[dB]
18 < 0 < Q)% Q S adS Irr_Atn_Noe 20.54[dB]
BIRREEERS TER Irr_Noise WALTZ
. B ek Irr_Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE




2 JEOL
~]
] g g9 = 2 g 5 83
] T 28 -= i : } ---- PROCESSING PARAMETERS ----
] — e = —a —< — ——o-d dc_balance( 0, FALSE )
4 sexp( 0.2[Hz], 0.0[s]
o ] trapezoid( 0[%], O[%], 80[%], 100[%] )
NN o zerofill( 1 )
] Ph ££t( 1, TRUE, TRUE )
] machinephase
] N ppm
B 7’ N
4 N N Derived from: so-02-016-4_proton-1-1 (3).3jdf
o1 ={ Ph
wv
- n
B Bu Ph Filename $0-02-016-4_proton-1-1 (3
] Author delta
] HO sk Experiment proton. jxp
] Sample_Id $0-02-016-4
b Solvent CHLOROFORM-D
o] Actual_Start_Time = 15-NOV-2018 11:03:47
< Revision_Time = 15-NOV-2018 14:31:12
1 Comment = single_pulse
] Data_Format 1D COMPLEX
] Dim_Size 13107
4 X_Domain = Proton
1 Dim Title Proton
o Dim _Units [ppm]
] Dimensions =X
i Site JNM-ECX500
B Spectrometer = DELTA2_NMR
] Field Strength 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
4 X_Domain 1H
<] X_Freq 500.15991521 [MHz]
SN X_Offset 5.0 [ppm]
] X_Points 16384
4 X_Prescans 1
] X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438 [kHz]
i X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
<] Irr_Freq 500.15991521 [MHz]
— Irr Offset 5.0 [ppm]
4 Tri_Domain Proton
1 Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0 [ppm]
2 ] Clipped = FALSE
,g 4 Scans 8
g k& Total_Scans =8
..g S Relaxation_Delay 5[s]
L L L o o B I o [0~V P PR 44
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 19[dc]
X_90_Width 13.7[us]
AN AL T dpelniee 1 Lpses
X_Angle 45[deg]
CAn MOS0 Mmn®O =~ D — ~ oo o o % oA X_Atn 4[dB]
SDDAXVLOLOCUL NNl OO A % — N 0 S oAl = O -
Sagveennnamaadqqs 3 S ® 29\ X_Pulse 6.85[us]
T e e e e e T ol o e < o= = SESESES Irr_Mode Off
X : parts per Million : Proton Tri Mode = Off
] o JEOL
Ph
| —---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
o4 sexp( 2.0[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
4 ££t( 1, TRUE, TRUE )
machinephase
1 PPm
Filename = 50-02-016-4_carbon-1-1 (2
1 Author delta
] Experiment carbon. jxp
~ Sample_Id $0-02-016-4
o7 Solvent CHLOROFORM-D
] Actual_Start Time = 15-NOV-2018 11:06:07
Revision_Time = 15-NOV-2018 14:27:32
] Comment = single pulse decoupled ga
Data_]?ormat 1D COMPLEX
1 Dim_Size = 26214
] X_Domain Carbon
Dim Title Carbonl3
1 Dim_Units [ppm]
Dimensions X
1 Site JNM-ECX500
4 Spectrometer = DELTAZ_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
- X_Acq_Duration 0.83361792[s]
S X_Domain 13c
1 X_Freq 125.76529768 [MHz]
X _Offset 100 [ppm]
X_Points 32768
X_Prescans 4
X_Resolution 1.19959034[Hz]
X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE
3 Scans 483
2 Total_Scans = 483
< .
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 19.1[dC]
T T T T T T T T T T T T e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
Y- A LA
X_Pulse 3.12[us]
g negneoDeges 3289 = sey 2 Irr_Atn Dec 20.54[aB]
< nen=Nno = =9 ~aS o n oo Irr_Atn_Noe 20.54[dB]
& FLEIIRE]S ININISS b} S8 = Izz Noise vgﬂ;:[-'rzl
. i rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




g 2 Ph
. JEOL
NN
—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )
trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
£ft( 1, TRUE, TRUE )
machinephase
- o ppm
g (=
o & 8a
4 Y g[8
—_ ol (o]
{ /ﬁg /g jg Filename KM1-95-4_proton-1-3.3df
=3 S < Author delta
Experiment proton. jxp
sample_Id KM1-95-1
Solvent CHLOROFORM-D
Actual_Start_Time = 30-OCT-2019 18:49:54
Revision Time = 7-NOV-2019 12:21:30
- Comment = single_pulse
S Data_Format 1D COMPLEX
Dim_Size 13107
X_Domain Proton
Dim_Title Proton
Dim Units [ppm]
Dimensions X
site JNM-ECX500
Spectrometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration 1.74587904[s]
X_Domain = 1H
X Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
< X_Points 16384
- X_Prescans 1
X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
© Tri_Offset 5.0[ppm]
2 Clipped FALSE
k=) Scans 8
] Total_Scans =8
2 'l .
|° Relaxation_Delay
TR L o TN o e T L B BRI e e [ PO
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 17.5[dc]
X_90_Width 13.7[us]
— X_Angle 45[deg]
TR OOOCMO TNV ON—=RVO=NARNTARNODXTATANO D — — O ) Mt =A== — 0O WV T — I X Atn 4[dB]
NN N A - BB ORI TTAANNITAN—"DORRABOELE B inS B O 0N FodaoTam=FTanmRoa g
R R R R R R R il i i ML T =~ =R 0 g n —= —~ — JX Pulse 6.85[us]
L I e e e e e e i e e e e A e L S S S S S S S NI FF A G AN D ITr Mode off
X : parts per Million : Proton Tri_Mode = Off
Ph D
. JEOL
S
NN
---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
f£ft( 1, TRUE, TRUE )
machinephase
ppm
8a
«@
S
Filename = KM1-95-2_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample_Id KM1-95-2
Solvent CHLOROFORM-D
Actual_Start Time = 11-OCT-2019 12:16:44
Revision_Time = 11-0CT-2019 16:38:09
Comment = single pulse decoupled ga
N Data_]?ormat 1D COMPLEX
IS Dim_Size = 26214
X_Domain Carbon
Dim_Title Carbon13
Dim Units [ppm]
Dimensions X
Site JNM-ECX500
Spectrometer = DELTAZ_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration 0.83361792([s]
X_Domain 13c
X_Freq 125.76529768 [MHz]
— X_Offset 100 [ppm]
S X_Points 32768
X_Prescans 4
X_Resolution 1.19959034 [Hz]
X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088 [kHz]
Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Clipped FALSE
N Scans 201
2 Total_Scans = 201
< .
= I Relaxation Delay = 2[s]
2° Recvr_Gain 60
G Temp_Get 19.7[dc]
R A B B e R L e o R R B e B L R R R R R e e A TP 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N
X_Pulse 3.12[us]
cRrrozIfSSSgEaIRRRSY g gsef S| Irz_Atn Dec 20.54(d8]
ST dngEx—RonTAST =SS 5 ST 2 Irr_Atn_Noe 20.54[dB]
TS50 8888888ERS § gada < Toz_Noise o oo
- R e R R R ke R R rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




| 2 Bn
3 N O JEOL
H’
< | N
= 4 N N N —---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
1 sexp( 0.2[Hz], 0.0[s] )
1 trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
£ft( 1, TRUE, TRUE )
1 machinephase
1 ppm
1 8b
5
S
1 Filename KM1-95-7_proton-1-2.3jdf
1 Author delta
] Experiment proton. jxp
| sample_Id KM1-95-6
Solvent CHLOROFORM-D
1 Actual_Start_Time 7-NOV-2019 16:03:11
1 Revision Time = 7-NOV-2019 17:27:06
Comment = single_pulse
1 ® % = Data_Format 1D COMPLEX
1 N N S Dim_Size 13107
< o « A X_Domain Proton
N IN S BN Dim Title Proton
j 5; = f S Dim_Units [ppm]
1 Dimensions X
] Site JNM-ECX500
Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
| X_Domain = 1H
X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
1 X_Points 16384
< | X_Prescans 1
— X_Resolution 0.57277737[Hz]
1 X_Sweep 9.38438438[kHz]
1 X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
7] Irr Offset 5.0[ppm]
T Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
© Tri_Offset 5.0 [ppm]
2 1 Clipped FALSE
g Scans 8
ISR Total_Scans =8
B e y . | L | )
< Relaxation_Delay
S A e e L0 e R e S LR [ PRSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 16.7[dC]
X_90_Width 13.7[us]
\ X_Acq_Time 1.74587904[s]
= — X_Angle 45[deg]
OO T OO TON =D OOV FTANDSDRLONE=ANANRNY =N —=0FNDAANODO—~FTANNADWNAOS S X Atn 4[dB]
N e N O oM It M-~ O XA BE LN DT ITONAN—-—CORRRARXEROONLTNA =B NANDND B A= 2w S
R R R RRRRERERRERRERRRR OO i I in i I I = R At 6.85[us]
L N N e e e e e e L S e e e e e L S e e e e e e L S S S R R R e R A S N = R R R e e e = R I off
X : parts per Million : Proton Tri_Mode = Off
1 Bn
] \ 0o JEOL
4 H’N
] N
SN
< N \N ---- PROCESSING PARAMETERS ----
< dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
1 trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
4 ££ft( 1, TRUE, TRUE )
] machinephase
] ppm
1 8b
|
=
1 Filename = KM1-95-3_carbon-1-2.3jdf
1 Author delta
] Experiment carbon. jxp
] Sample_Id KM1-95-3
Solvent CHLOROFORM-D
1 Actual_Start Time = 11-OCT-2019 12:37:59
1 Revision_Time = 11-0CT-2019 16:45:13
] Comment = single pulse decoupled ga
Data_Format 1D COMPLEX
] Dim_Size = 26214
PR X_Domain Carbon
1 Dim Title Carbonl3
] Dim_Units [ppm]
Dimensions X
1 site JNM-ECX500
7 Spectrometer = DELTAZ_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 0.83361792[s]
X_Domain 13c
1 X_Freq 125.76529768 [MHz]
1 X _Offset 100 [ppm]
- X_Points 32768
< | X_Prescans 4
X_Resolution 1.19959034[Hz]
1 X_Sweep 39.3081761 [kHz]
q X_Sweep_Clipped = 31.44654088[kHz]
] Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
7] Clipped FALSE
g Scans 177
2 4 Total_Scans =177
g
£ Relaxation Delay = 2[s]
B | Recvr_Gain 60
e WLWWlMMWM]WMIMMMWWMMWMW“‘IWWHWWWNMMMWW MWWWM\MWWWM\WMNMWWM Temp_Get 19.81dc]
X_90_Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[deg]
o Rl i
X_Pulse 3.12[us]
= TesgnuloIgnTosEdge®sy ¢ 8 29 a Tre_Atn Dec 20.54148]
< SeE T oeRLTATaEaEeESSadE A & AS S Irr_Atn_Noe 20.54[dB]
g $INNESEeSa%EENNSSSREE & ¢ 8¢ < Toz_Noise o oo
e = e e iR e el e i rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




1)
] o 2 JEOL ;
] N =
AN
Pr N °N
] ---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
1 sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
£ft( 1, TRUE, TRUE )
1 8n machinephase
ppm
1 phase( 5.51676, 0, 49.58034[%] )
phase_correct( TRUE, TRUE )
1 phase( 0, 0, 50[%]
o reference( -0.00218[ppm], O[ppm] )
2
2
1 = Filename KM1-108-5_proton-1-4.3df
Author delta
1 Experiment proton. jxp
Sample_Id KM1-108-5
i Solvent CHLOROFORM-D
Actual_Start_Time = 30-OCT-2019 19:04:02
1 Revision Time = 8-NOV-2019 19:29:39
i Comment = single pulse
1 Data_Format 1D COMPLEX
Dim Size 13107
| X_Domain Proton
Dim Title Proton
] Dim_Units [ppm]
Dimensions X
] Site JNM-ECX500
Spectrometer = DELTA2_NMR
S}
- Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
X_Domain = 1H
] X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
] X_Points 16384
X_Prescans 1
] P S X_Resolution 0.57277737[Hz]
N - I X_Sweep 9.38438438[kHz]
] - & X_Sweep_Clipped 7.50750751 [kHz]
- Irr_Domain Proton
1 =1 of — Irr_Freq 500.15991521 [MHz]
— I =l = Irr_Offset 5.0 [ppm]
1 B Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0 [ppm]
2 Clipped FALSE
g A Scans 8
= R Y VJ Total_Scans =8
EES b e
< Relaxation_Delay
S A e e L e 0 e e [ PRSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 17.7[dC]
X_90_Width 13.7[us]
\\\‘\\ \ ‘ ‘ X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
O =N~ NOA NN DOTFTALTAON = —NOF —~ 0 OFOR—FOW O o X _Atn 4[dB]
ST RN e N NI N AN CRAE R TANANAN -SSR B MDD RS B =3 !
CLeITLTAAANAAANNNNNT====300RRREERETEa—-mCa % S X_Pulse 6.85[us]
o L e e e e e e e e e L S L e e e L el e R R R R - - ==l =l o B e B o B e B ] =1 Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
]
- JEOL 5
] N
] iPr N °N ---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
] sexp( 2.0[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
~ zerofill( 1 )
-] ££ft( 1, TRUE, TRUE )
] machinephase
] 8n ppm
<]
] Filename = KM1-108-4_carbon-1-3.jdf
] Author delta
(=)} 3 N
= Experiment carbon. jxp
] Sample_Id KM1-108-4
] Solvent CHLOROFORM-D
% 1 Actual_Start Time = 21-OCT-2019 14:53:12
S Revision_Time = 8-NOV-2019 20:03:13
1 Comment = single pulse decoupled ga
~ ] Data_Format 1D COMPLEX
S Dim_Size = 26214
1 X_Domain Carbon
] Dim Title Carbonl3
o] Dim_Units [ppm]
< A Dimensions X
] Site JINM-ECX500
“ 1 Spectrometer = DELTA2_NMR
S Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
< X_Domain 13c
=T X_Freq 125.76529768 [MHz]
] X _Offset 100 [ppm]
1 X_Points 32768
] X_Prescans 4
S X_Resolution 1.19959034[Hz]
1 X_Sweep 39.3081761 [kHz]
] X_Sweep_Clipped = 31.44654088[kHz]
N Irr_Domain Proton
S A Irr_Freq 500.15991521 [MHz]
1 Irr Offset = 5.0[ppm]
] Clipped FALSE
8 = Scans 283
27 Total_Scans = 283
£ ] _
s A Relaxation Delay = 2[s]
2 ° Recvr_Gain 60
s ] Temp_Get 18.3[dC]
T T T T T T T [ T T e O eI 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[deg]
T — IV
X_Pulse 3.12[us]
EEI2 S oo s SSsagRey geouy 8 Irz_Atn Dec 20.54(d8]
STIanxoann ISR RA S ERRCRA S Irr_Atn_Noe 20.54[dB]
$IRiNESsaaa8RLLGRES ER PP < Toz_Noise o oo
e o = e rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




4 =3 O
] z iiPh cl JEOL
] “Ph N3
1 H
] N\)j\ /\/\/\/O —---- PROCESSING PARAMETERS ----
N Cl dc_balance( 0, FALSE )
1 ) sexp( 0.2[Hz], 0.0[s] )
0 H 10aa 0 trapezoid( O[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
< 2 ££t( 1, TRUE, TRUE )
gl - machinephase
1 ppm
7] =+
— s
] 3 b
i <+
Filename = KM2-145-b2_proton-1-3.jdf
1 Author delta
J Experiment proton. jxp
2 Sample_Id KM2-145-b2
i o Solvent CHLOROFORM-D
] Actual_Start Time = 25-AUG-2020 15:
=) — o 2 Revision_ Time = 25-AUG-2020 18:
>_| = S S -
o] N ~& o
] Comment = single_pulse
Data_Format 1D COMPLEX
1 a2 Dim_Size 13107
1 N X_Domain Proton
Dim_Title Proton
1 Dim Units [ppm]
] Dimensions X
Site = JNM-ECX500
1 Spectrometer = DELTA2_NMR
Field_Strength 11.7473579[T] (500 [MHz])
1 X_Acq Duration 1.74587904[s]
| X_Domain 1H
- X_Freq 500.15991521 [MHz]
= X_Offset 5.0[ppm]
] X_Points 16384
X_Prescans 1
1 X_Resolution 0.57277737 [Hz]
X_Sweep 9.38438438 [kHz]
1 X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
7] Irr Offset = 5.0[ppm]
] Tri Domain Proton
Tri_Freq 500.15991521 [MHz]
o ] Tri_Offset 5.0[ppm]
2 1 Clipped = FALSE
3 L Scans 8
R Total Scans =8
2 o (S
G Relaxation Delay = 5[s]
TR L B B PRI e OB 12
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get 25.9[dC]
X_90_Width 13.7[us]
__— NSAL  RS— e e
— X_Angle 45[deg]
CATOANTOTOFTFTONNMADNT T OUN ~BVOTFTO—=AFONOEM—=—0NORNOANSMOASONN DD I X Atn 4[dB]
TN R ORI A - O R - DA RN E A R RO~ O AL AR O LT CLTNADNTA N RTBO NS R DD S A
QAREEEEYCET N NINAIIILLTINMA-=S0dAAdRLAdAAAREREENE NG NGNS ST @0 ncd X Pulse = 6.85[us]
eSS NS S eSS ST MmN~~~ —~——~ —~—~ —~—~—~— —J Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
i JEOL
“Ph o N3
1 H
N\)j\ A0
T '\ll Cl —---- PROCESSING PARAMETERS ----
0o H 10aa 0o dc_balance( 0, FALSE )
1 sexp( 2.0[Hz], 0.0[s] )
trapezoid( O[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
f£ft( 1, TRUE, TRUE )
1 machinephase
ppm
N
S
1 Filename = KM2-145-3_carbon-1-4.3jdf
Author delta
1 Experiment carbon. jxp
Sample_Id KM2-145-3
1 Solvent = CHLOROFORM-D
Actual_Start Time = 1-JUL-2020 11:
1 Revision_Time = 20-0CT-2020 09:
1 Comment single pulse decoupled ga
Data_]?ormat 1D COMPLEX
1 Dim_Size 26214
X_Domain Carbon
1 Dim_Title Carbon13
Dim Units [ppm]
1 Dimensions X
_ Site = JNM-ECX500
o‘* Spectrometer = DELTAZ_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration = 0.83361792[s]
1 X_Domain 13c
X_Freq 125.76529768 [MHz]
1 X_Offset 100 [ppm]
X_Points 32768
1 X_Prescans 4
X_Resolution 1.19959034 [Hz]
1 X_Sweep 39.3081761[kHz]
X_Sweep_Clipped 31.44654088 [kHz]
1 Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
b Irr Offset = 5.0[ppm]
Clipped FALSE
o 1 Scans 337
2 Total_Scans 337
g
= " Relaxation Delay = 2[s]
2 L j i M‘m Recvr_Gain 58
& P o N AT 1 A8 O O YN N R PV PPN TOMPVPNTIY| o Gee aeer
i .36[us
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
A o 1] N
—— X_Pulse 3.12[us]
35 N N R R EE R Irz_Atn Dec 2054 aB]
% & 0 AREITNTIRE QSN CSRARE MASE LM~ TN Irr_Atn_Noe 20.54[dB]
R R R R LR R R R R I I N R R s tretoise iz
- == R R R R R R rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




4.0

3.0

2.0

1.0

»

(JEDLD

"

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

abundance

Y i Y

W

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

34.542

-10.0 -20.0 -30.0

T
-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename = KM2-145-b2_phosphorus-1-2
Author delta

Experiment carbon. jxp

Sample_Id KM2-145-b2

Solvent CHLOROFORM-D
Actual_Start Time = 25-AUG-2020 15:

Revision Time = 25-AUG-2020 15:

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size 26214

X _Domain Phosph

Dim_Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site = JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton

Irr_Freq 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Clipped FALSE

Scans 81
Total_Scans =81
Relaxation_Delay = 2[s]
Recvr_Gain 58

Temp_Get 26[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424([s]
X_Angle 30[deg]

X Atn 5[dB]

X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise = WALTZ
Irr_Pwidth 92 [us]
Decoupling = TRUE




] 2 0o
1 z 0 2P cl JEOL
i
i HBU‘N Ph o N3
=) H
] H N\)j\ /\/\/\/0 ---- PROCESSING PARAMETERS ----
| N Gl dc_balance( 0, FALSE )
[ sexp( 0.2[Hz], 0.0[s] )
B o H 10ab (¢] trapezoid( 0[%], O[%], 80[%], 100[%] )
S zerofill( 1 )
1 < £ft( 1, TRUE, TRUE )
] machinephase
ppm
1 ) Filename = KM3-3-4_proton-1-3.3jdf
1 = Author delta
- bl Experiment proton. jxp
S - sample_Id KM3-3-4
Solvent CHLOROFORM-D
1 Actual_Start Time = 5-JUL-2020 13:
1 Revision Time = 9-JUL-2020 11:
1 - - 2 Comment = single_pulse
5 g =3 Data_Format 1D COMPLEX
1 —~ o « Dim_Size 13107
X_Domain Proton
1 Dim_Title Proton
] " 8 Dim _Units [ppm]
& o = Dimensions X
1 S ° site = JNM-ECX500
< Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration = 1.74587904[s]
< X_Domain 1H
- X_Freq 500.15991521 [MHz]
1 X_Offset 5.0[ppm]
X_Points 16384
1 X_Prescans 1
] X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438 [kHz]
J X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
1 Irr Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
1 Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
o Tri_Offset 5.0[ppm]
2 R Clipped = FALSE
k=) Scans 8
R Total_Scans =8
2 J
|° Relaxation_Delay = 5[s]
e N e L LR e L 0 [ US 30
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Ter;rg_Get 22.7[:1(:]
X_90_Width 13.7[us]
NN == PN~ |pmre s
X_Angle 45[deg]
CRX A~ A NN O NTORATANDANEOAN —~= N OO —\O < —en Oy A0 — A ~ A~ QO O — O X Atn 4[dB]
E AN I I I I - O O IR T IR NI TN A -0 B EORE MM ANOOINM = ONBEOFT M —O 0D R DB G A
—RXEEELLET NI ITITITANAAEEqaAAAA =~ ENEERIninn g anmnanmnndR el d X Pulse = 6.85[us]
L e e o o e e T e e T e o I R R B R I R I I i —— =S S S S Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
Q §,Ph cl
"Bu. “Ph N3 lJEDL
N\)I\N/\/\/\/O Cl
o H 10ab o ---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
1 trapezoid( O[%], O[%], 80[%], 100[%] )
<1 zerofill( 1 )
o‘* f£ft( 1, TRUE, TRUE )
4 machinephase
] ppm
1 Filename = KM3-3-4_carbon-1-2.jdf
4 Author delta
| Experiment carbon. jxp
< | Sample_Id KM3-3-4
] Solvent = CHLOROFORM-D
] Actual_Start _Time = 6-JUL-2020 17:
Revision_Time = 6-JUL-2020 18:
1 Comment single pulse decoupled ga
b Data_]?ormat 1D COMPLEX
1 Dim_Size 26214
1 X_Domain Carbon
d Dim_Title Carbon13
N Dim_Units [ppm]
< | Dimensions X
] Site = JNM-ECX500
] Spectrometer = DELTA2_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq Duration = 0.83361792[s]
1 X_Domain 13c
4 X_Freq 125.76529768 [MHz]
4 X_Offset 100 [ppm]
] X_Points 32768
= X_Prescans 4
S | X_Resolution 1.19959034 [Hz]
] X_Sweep 39.3081761[kHz]
X_Sweep_Clipped 31.44654088 [kHz]
] Irr_Domain Proton
1 Irr Freq 500.15991521 [MHz]
1 Irr Offset = 5.0[ppm]
1 Clipped FALSE
8 Scans 86
2 4 Total_Scans 86
< .
g | Relaxation_Delay 2 é s]
2 \ Recvr_Gain
g MMMMMMMWIMiiiwmh.hmmm\MM.inanﬂwaMMMu ALl J\MW W.nﬁumlwﬂilmmmhmMuwﬂmuMIMMHMW Temp Gt aieer
i .36[us
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
== X Atn = 3[dB]
AN =7 Re ~=_ ] /AN
R L L N R R N EE I R Y IEx_Atn_pec 20.54 131
CYIEEQARRRXELNEE TN OO AN AT AST T NSO Irr_Atn_Noe 20.54[dB]
eIl rnemaaldldAREEERREC8Laasa8S48C Irr_Noise WALTZ
- et R R R R e R R R R R e R R R R e R R R R R Irr Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

9.0

8.0

7.0

6.0

5.0

4.0

3.0

2.0

1.0

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz],

0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

E 0 (IF);,Ph cl

1 "Bu. “Ph N3

] g H 9

] AN

i L, 5 y

1 o H  10ab o

0 L B 0 B L L L L A S L N UL R UL
90.0 80.0 70.0 60.0 50.0 40.0 30.0 200 100 0 -10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0

X : parts per Million : Phosphorus31

33.806

Filename
Author
Experiment
Sample_Id

Solvent
Actual_Start _Time
Revision Time

Comment
Data_Format
Dim_Size
X_Domain

Dim Title
Dim Units
Dimensions
site
Spectrometer

Field_Strength
X_Acq_Duration
X_Domain
X_Freq
X_Offset
X_Points
X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain
Irr_Freq
Irr_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get
X_90_Width
X_Acq_Time
X_Angle

X Atn
X_Pulse
Irr_Atn Dec
Irr_Atn_Noe
Irr_Noise
Irr_Pwidth
Decoupling

= KM3-3-4-2_phosphorus-1-2.

delta
carbon. jxp
KM3-3-4-2

CHLOROFORM-D
21-0CT-2020 18:
21-0CT-2020 20:

single pulse decoupled ga
1D COMPLEX

26214

Phosph

Phosphorus31

[ppm]

X

JNM-ECX500
DELTA2_NMR

11.7473579[T] (500 [MHz])
0.64487424(s]

31p

202.46831075 [MHz]
0 [ppm]

32768

4

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

17.6[dC]
11.65[us]
0.64487424[s]
30[deg]

5[dB]
3.88333333[us]
20.54[dB]
20.54[dB]
WALTZ

92[us]

TRUE




i 'l
(I:I),Ph Cl
7] ~
7 Ph o N\‘PPh —---- PROCESSING PARAMETERS ----
H 3 dc_balance( 0, FALSE )
1 N\)L A0 sexp( 0.2[Hz], 0.0[s] )
1 I\Il Cl trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
1 ] H 10ac ] £ft( 1, TRUE, TRUE )
< machinephase
] ppm
1 Filename KM2-147-4_proton-1-3.jdf
] Author delta
Experiment proton. jxp
1 o sample_Id KM2-147-4
4 O Solvent CHLOROFORM-D
Actual_Start_Time = 30-JUL-2020 11:42:34
1 Revision Time = 18-AUG-2020 15:39:02
o
o Comment = single_pulse
1 Data_Format 1D COMPLEX
] Dim Size 13107
X X_Domain Proton
1 - Dim Title Proton
] Dim_Units [ppm]
w [ 2 Dimensions X
1 ~ - SRS IS > P site INM-ECX500
] f N / N - Spectrometer = DELTA2_NMR
(=3 =3
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
X_Domain = 1H
q X_Freq 500.15991521 [MHz]
< | X_Offset 5.0[ppm]
— X_Points 16384
q X_Prescans 1
] X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438[kHz]
q X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
q Irr Offset 5.0[ppm]
] Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
PR Tri_Offset 5.0 [ppm]
2 1 Clipped FALSE
8 Scans 8
S A Total_Scans =8
B oo vl ) i
< Relaxation_Delay
T T T T T T T T T T T T T [T T [T T T T T T[T T T Recvr Gain
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Ter;rg_Get = 2;.7[:1(:]
X_90_Width 13.7[us]
%@L)y = L \ X_Acq_Time 1.74587904[s]
= X_Angle 45[deg]
OO =X ONNOXTATONDAON =0V =00 =N —=FEFTO—=1NO—=0VOW ==l —< =00 T OIS X Atn 4[dB]
IR NI TAAN D O SRR E M T TR N - O R AL L O LT T TOA SRR RBONT T =BT 0BG A
EEEEEENRNESE3TNnnninnninnnin nnIITIITIILIITILLIL 00— =000 08N« 0nd X Pulse 6.85[us]
L e e e e S S S N e e e e e M e e L N N N A A N R T N N e e e e G R R s T IR I S D= [ VIO off
X : parts per Million : Proton Tri_Mode = Off
1 IIS’I)'Ph Cl
o < JEOL
ST :h N‘\PPhs
q N\)LN/\/\/\/O cl
1 o l*|| 10ac (] ---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
1 sexp( 2.0[Hz], 0.0[s] )
1 trapezoid( 0[%], O[%], 80[%], 100[%] )
1 zerofill( 1 )
4 £ft( 1, TRUE, TRUE )
<1 machinephase
=T ppm
] Filename = KM2-147-4_carbon-1-2.jdf
Author delta
1 Experiment carbon. jxp
e ] Sample_Id KM2-147-4
o7 Solvent CHLOROFORM-D
1 Actual_Start_Time = 30-JUL-2020 15:33:20
1 Revision_Time = 30-JUL-2020 16:22:12
1 Comment = single pulse decoupled ga
b Data_]?ormat 1D COMPLEX
1 Dim_Size = 26214
] X_Domain Carbon
] Dim Title Carbonl3
] Dim_Units [ppm]
N Dimensions X
= Site JNM-ECX500
| Spectrometer = DELTAZ_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 0.83361792[s]
1 X_Domain 13c
1 X_Freq 125.76529768 [MHz]
1 X _Offset 100 [ppm]
1 X_Points 32768
X_Prescans 4
X_Resolution 1.19959034[Hz]
X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE
3 Scans 193
2 Total_Scans = 193
< .
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 23.2[dc]
L e AL B B e B ERREE R e o R 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
///%\ = X_Atn 3[dB]
- X_Pulse 3.12[us]
R RN R R I R SN N R R R R T Irr_Atn Dec 20.54[aB]
QAT NXRXELOARONARN TR AN =SS T Irr_Atn_Noe 20.54[dB]
S F NNl mmmmmaaadddAdEE888RRCTIAALSS Irz_Noise WALTZ
e mo e e e e Irr_Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0

1.0

cl
Neppng
cl

(JEDLD

—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz],

0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0

X : parts per Million : Phosphorus31

34.274

100 0 -10.0 -20.0 -30.0

2.734

-40.0 -50.0 -60.0 -70.0 -80.0 -90.0

Filename
Author
Experiment
Sample_Id

Solvent
Actual_Start _Time
Revision Time

Comment
Data_Format
Dim_Size
X_Domain

Dim Title
Dim Units
Dimensions
site
Spectrometer

Field_Strength
X_Acq_Duration
X_Domain
X_Freq
X_Offset
X_Points
X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain
Irr_Freq
Irr_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get
X_90_Width
X_Acq_Time
X_Angle

X Atn
X_Pulse
Irr_Atn Dec
Irr_Atn_Noe
Irr_Noise
Irr_Pwidth
Decoupling

= KM2-147-4_phosphorus-1-2.

delta
carbon. jxp
KM2-147-4

CHLOROFORM-D
30-JUL-2020 15:
30-JUL-2020 16:

single pulse decoupled ga
1D COMPLEX

26214

Phosph

Phosphorus31

[ppm]

X

JNM-ECX500
DELTA2_NMR

11.7473579[T] (500 [MHz])
0.64487424(s]

31p

202.46831075 [MHz]
0 [ppm]

32768

4

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

23.1[dC]
11.65[us]
0.64487424[s]
30[deg]

5[dB]
3.88333333[us]
20.54[dB]
20.54[dB]
WALTZ

92[us]

TRUE
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X : parts per Million : Carbon13
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P Bu\N
IS H —---- PROCESSING PARAMETERS ----
PR dc_balance( 0, FALSE )
1 © sexp( 0.2[Hz], 0.0[s] )
= 8 trapezoid( 0[%], O[%], 80[%], 100[%] )
] < zerofill( 1 )
(=3 £ft( 1, TRUE, TRUE )
] machinephase
a4 ppm
=
o 7
- °
RE &
o ] V.S Filename = KM3-81-4_proton-1-2.3df
— 1 - <~ Author delta
" ] = & Experiment proton. jxp
- g ~ sample_Id KM3-81-1
] Solvent CHLOROFORM-D
hE Actual_Start Time = 9-OCT-2020 17:
1 < o Revision Time = 20-0CT-2020 15:
4 = i
— « © Comment = single_pulse
~ 1 Data_Format 1D COMPLEX
— Dim Size 13107
-1 X_Domain Proton
=4 Dim Title Proton
o] q Dim_Units [ppm]
= o P Dimensions X
-1 N site = JNM-ECX500
o ] Spectrometer = DELTA2_NMR
=1
0 ] Field_Strength = 11.7473579[T] (500 [MHz])
S o [ <« X_Acq_Duration = 1.74587904[s]
N 5} < o X_Domain 1H
= — = X_Freq 500.15991521 [MHz]
q X_Offset 5.0[ppm]
o4 X_Points 16384
S X_Prescans 1
n ] X_Resolution 0.57277737[Hz]
<3 X_Sweep 9.38438438[kHz]
< 1 X_Sweep_Clipped 7.50750751 [kHz]
=7 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
“3 Irr_Offset = 5.0[ppm]
< 3 Tri_Domain Proton
~ Tri_Freq 500.15991521 [MHz]
8 <o Tri_Offset 5.0[ppm]
g —1 Clipped = FALSE
S =7 Scans 8
g LKA u Total Scans =8
o o+ P
< 1 Relaxation Delay 5[s]
L L L L L L S L L [ H
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get 20.3[dC]
X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
DN O NnTTANIOVMOOTMOoOoOT-MIE 0N ooV —VO SO0 o adaatTaaXXoTAAT AN G~
XLV OTOA ORIV EONOXENN =Nl —00O0NAOTONMOND TN —O0N T —O 00— O w g X Atn 4[dB]
XYooy nmuITTITanonTaanmaAadmANd®ReRegn NN T NN AR R Iy = 6.85[us]
L O e e S e N L e S e e e e e L L T o o o o R o R o T o I o B o I o B R B R R R I I I I IS By
s Irr_Mode off
X : parts per Million : Proton Tri_Mode = Off
JEOL 5
"Buy, “Ph
H H
N\)L N. ---- PROCESSING PARAMETERS ----
’}‘/\/\/\Ir ? dc_balance( 0, FALSE )
< 0 H 0 Ns sexp( 2.0[Hz], 0.0[s] )
3 trapezoid( 0[%], O[%], 80[%], 100[%] )
10ba zerofill( 1 )
£ft( 1, TRUE, TRUE )
machinephase
ppm
o Filename = KM3-81-4_carbon-1-2.3jdf
s Author delta
Experiment carbon. jxp
Sample_Id KM3-81-1
Solvent = CHLOROFORM-D

Actual_Start_Time
Revision_Time =

9-0CT-2020 17:
20-0CT-2020 15:

Comment single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Size 26214

X_Domain Carbon

Dim_Title Carbon13

Dim Units [ppm]

Dimensions X

Site = JNM-ECX500

Spectrometer = DELTAZ_NMR

Field Strength =
X_Acq_Duration

11.7473579[T] (500 [MHz])
0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]

Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr_Offset 5.0[ppm]
Clipped FALSE

Scans 129
Total_Scans 129
Relaxation Delay = 2[s]
Recvr_Gain 60

Temp_Get 20.6[dC]
X_90_Width 9.36[us]
X_Acq_Time 0.83361792([s]
X_Angle 30[degq]

X Atn = 3[dB]
X_Pulse 3.12[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]
Irr_Noise WALTZ
Irr_Pwidth 92 [us]
Decoupling = TRUE
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm
reference( 0.06893[ppm], O[ppm] )

7: o] 9,Ph
] i P
Bu., Ph
] N a9
] 0 N\)LN/V\/\[]’N
1 (¢] H ] N3
] 10ba
] ‘ —
L L B L L B L L L N N N N N N NS UL R R
90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 0 -10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0

X : parts per Million : Phosphorus31

33.485

Filename = KM3-81-4_phosphorus-1-2.j
Author delta

Experiment carbon. jxp

Sample_Id KM3-81-4

Solvent CHLOROFORM-D

Actual_Start _Time
Revision_Time =

9-0CT-2020 17:
20-0CT-2020 15:

Comment = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim Size 26214

X_Domain Phosph

Dim Title Phosphorus31

Dim Units [ppm]

Dimensions X

Site = JNM-ECX500

Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

11.7473579[T] (500 [MHz])
0.64487424[s]

X_Domain 31p
X_Freq 202.46831075 [MHz]
X_Offset 0 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution
X_Sweep
X_Sweep_Clipped

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]

Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Clipped FALSE

Scans 39
Total_Scans =39
Relaxation_Delay = 2[s]
Recvr_Gain 58

Temp_Get 20.6[dC]
X_90_Width 11.65[us]
X_Acq_Time 0.64487424([s]
X_Angle 30[deg]

X Atn 5[dB]

X_Pulse 3.88333333[us]
Irr_Atn Dec 20.54[dB]
Irr_Atn_Noe 20.54[dB]

Irr Noise = WALTZ
Irr_Pwidth 92 [us]
Decoupling = TRUE
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i 3 "Busy SPhog
o] N H H
=7 N N/\/\/\n,n o
“ ] (o] ,!1 (o] N H\"B ---- PROCESSING PARAMETERS ----
= H i dc_balance( 0, FALSE )

b 10bb Ph~p ) o sexp( 0.2[Hz], 0.0[s] )

q P\ a trapezoid( 0[%], O[%], 80[%], 100[%] )

N zerofill( 1 )
£ft( 1, TRUE, TRUE )

] machinephase
“ ] ppm
N
—1 Filename KM3-89-4_proton-1-2.jdf
— Author delta

] Experiment proton. jxp
=1 Sample_Id KM3-89-4
—_] Solvent CHLOROFORM-D

] Actual_Start_Time 8-0CT-2020 10:36:56

] Revision Time = 8-0CT-2020 10:35:34
] -
< Comment = single_pulse

] Data_Format 1D COMPLEX
0 1 Dim Size 13107
(=3 X_Domain Proton

1 % Dim Title Proton
] i Dim_Units [ppm]
= . Dimensions X

] 8 Site JNM-ECX500

1 (n‘ Spectrometer = DELTA2_NMR

q Field Strength = 11.7473579[T] (500 [MHz])

] X_Acq_Duration 1.74587904([s]

q X_Domain = 1H

-] X_Freq 500.15991521 [MHz]

q X_Offset 5.0[ppm]
<1 (e X_Points 16384
= af X_Prescans 1

] X_Resolution 0.57277737[Hz]

q X_Sweep 9.38438438[kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
< Irr_Domain Proton

] Irr_Freq 500.15991521 [MHz]
IS Irr Offset 5.0[ppm]

o] Tri_Domain Proton

i Tri_Freq 500.15991521 [MHz]

o ] Tri_Offset 5.0 [ppm]
2 gi Clipped FALSE
_g ] Scans 8
= i LL Total_ Scans =8
3 o (N A L
< 1 Relaxation_Delay
“““““ Recvr Gain
9.0 8.0 Temp_Get = 18.5[dC]
| X_90_Width 13.7[us]
X_Angle 45[deg]
O ANANSV =N —~FORAAENOT =X TAND—=QAANOOCONAANDATOATOTFTH OSSN AO N — O I X Atn 4[dB]
T OO N M- XTI AR N TN AN NN XOPR AR ERAAN—-CMBLECD OB ~ A NSABROE SO ST G-
TSR AERELLYTN NN NNIILTAEAAA == =0FTAANAXLER RN TGS R KRR %R %R I X Pulse 6.85[us]
oo nnn AN = == = OO0 0 0000 OO T Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
2 ] o]
9 ke JEOL
E; Bu\H :h o
S N N/\/\/\n,N Q
> ] | H ---- PROCESSING PARAMETERS ----
=3 o H o N N~y dc_balance( 0, FALSE )

] 10bb sexp( 2.0[Hz], 0.0[s] )

2 P"jF\ o trapezoid( 0[%], O[%], 80[%], 100[%] )
=1 PHY, zerofill( 1 )

“ ] £ft( 1, TRUE, TRUE )

-1 machinephase

<] ppm

= ]

S

en ]

-4

S

] Filename = KM3-89-4-2_carbon-1-2.3jdf
= Author delta

< Experiment carbon. jxp

= ] Sample_Id KM3-89-4-2

=7 Solvent DMSO-D6

] Actual_Start_Time 4-JAN-2021 11:58:06
— Revision Time = 4-JAN-2021 18:27:01
=7
o ] Comment = single pulse decoupled ga
[ Data_]?ormat 1D COMPLEX
=5 Dim_Size = 26214
0 ] X_Domain Carbon
S Dim Title Carbonl3
<] Dim_Units [ppm]

] Dimensions X
< Site JNM-ECX500
< Spectrometer = DELTA2_NMR
o ]
gi Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
8 X_Domain 13c
S X_Freq 125.76529768 [MHz]
<1 X _Offset 100 [ppm]
<4 X_Points 32768
= X_Prescans 4
] X_Resolution 1.19959034[Hz]
IS X_Sweep 39.3081761 [kHz]
S ] X_Sweep_Clipped = 31.44654088[kHz]
a ] Irr_Domain Proton
<S4 Irr_Freq 500.15991521 [MHz]
<] Irr_Offset = 5.0[ppm]
— ] Clipped FALSE
8 2 Scans 1001
2 < Total_Scans = 1001
<
=< | Relaxation_Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 60[dC]
L L e o o L B o o B e e B R R a R e s S 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| X Acq_Time 0.83361792[s]
X_Angle 30[deg]
. === /\S=== |a= T
X_Pulse 3.12[us]
S I R R L R T Rt B R R Sl R R Er e T 20.54 [dB]
S=HLCOVONITHNVANENTONOAN NN ETAN =SSR OO =SS TFT ORI — RO — oo Irr_Atn_Noe 20.54[dB]
STXO ST ST TN A== =~ DOV OO A =S AR RTRRRRXHXNS SO nen o Irr Noise WALTZ
Ll o B i Nt B Bt e B B T TS B B B B B B oo S o e S S B S T S B s B S B S B So BE S NS B o BRI o B o B o B o B o B o B o B B —
e iaNelieialaliaiel kel el elaiefialie Irr_Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE
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—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz],
trapezoid( 0[%]
zerofill( 1 )
£ft( 1, TRUE, T
machinephase

ppm
reference( 0.06

0.0[s] )

, O[%1, 80[%], 100[%] )

RUE )

893 [ppm], O[ppm] )

o
"Bu., g:::
N g @
B N 0
H
0 N Nergy
A °
L A O L L N A L R AL R S U R
90.0 80.0 70.0 60.0 50.0 40.0 30.0 200 100 O -10.0 -20.0 -30.0 -40.0 -50.0 -60.0 -70.0 -80.0 -90.0

X : parts per Million : Phosphorus31

A

30.176
29.854

Filename
Author
Experiment
Sample_Id
Solvent

Actual_Start _Time

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain

Dim Title
Dim Units
Dimensions
site
Spectrometer

Field_Strength
X_Acq_Duration
X_Domain
X_Freq
X_Offset
X_Points
X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain
Irr_Freq
Irr_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay

Recvr_Gain
Temp_Get
X_90_Width
X_Acq_Time
X_Angle

X Atn
X_Pulse
Irr_Atn Dec
Irr_Atn_Noe
Irr_Noise
Irr_Pwidth
Decoupling

= KM3-89-4-2_phosphorus-1-2
delta

carbon. jxp
KM3-89-4-2
DMSO-D6
4-JAN-2021 11:
= 4-JAN-2021 18:

= single pulse decoupled ga
1D COMPLEX

26214

Phosph

Phosphorus31

[ppm]

X

JNM-ECX500
DELTA2_NMR

11.7473579[T] (500 [MHz])
0.64487424(s]

31p

202.46831075 [MHz]
0 [ppm]

32768

4

1.55068995 [Hz]
50.81300813 [kHz]
40.6504065 [kHz]
Proton
500.15991521 [MHz]
= 5.0[ppm]

FALSE

60[dC]
11.65[us]
0.64487424[s]
30[deg]

5[dB]
3.88333333[us]
20.54[dB]
20.54[dB]
WALTZ

92[us]

TRUE
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; JEOL ;
v
= =3
3 2 ---- PROCESSING PARAMETERS ----
S bo dc_balance( 0, FALSE )
3] Ly = sexp( 0.2[Hz], 0.0[s] )
o < trapezoid( 0[%], O[%], 80[%], 100[%] )
= zerofill( 1 )
~ ££t( 1, TRUE, TRUE )
machinephase
ppm
— Filename KM3-74-2_proton-1-2.jdf
= Author delta
N Experiment proton.jxp
o sample_Id KM3-74-2
N N Solvent CHLOROFORM-D
N Actual_Start_Time = 15-SEP-2020 19:33:44
Revision Time = 15-SEP-2020 20:49:45
Comment = single_pulse
. Data_Format 1D COMPLEX
& Dim_Size 13107
< 0 X_Domain Proton
s Dim_Title Proton
Dim Units [ppm]
Dimensions X
Site JNM-ECX500
Spectrometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904[s]
o X_Domain = 1H
= X_Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
X_Points 16384
X_Prescans 1
X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
© Tri_Offset 5.0[ppm]
2 Clipped FALSE
8 Scans 8
= Total_Scans =8
2o ) .
< Relaxation_Delay
T S e L B A 00 e e ey s [ PSP
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.3[dC]
L X_90_Width 13.7[us]
==\ DS N £ Sl
= X_Angle 45[deg]
PO NX NN~ FOFTEANDSTF RO =0 —=tN =0 —= O OTFTRMO—=MNOADNO —0 0DV A O™ X Atn 4[dB]
TN AN~ S N R O NI T TION T FT - ENO RO N -~ O ORXLINLTLTRRACTNDLTARRNECF DL ol QDG =
A aaaddddAddaaTARAIdAddAd====33000aaa888vemnninaaaadada=—JX Pulse 6.85[us]
NSNS T a AN NN O = = = = = = = = = = = = = — — — — O I7r Mode Off
X : parts per Million : Proton Tri_Mode = Off
: JEOL
S
—---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
trapezoid( O[%], O[%], 80[%], 100[%] )
zerofill( 1 )
f£ft( 1, TRUE, TRUE )
machinephase
ppm
3]
S
Filename = KM3-74-2_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample_Id KM3-74-2
Solvent CHLOROFORM-D
Actual_Start Time = 18-SEP-2020 13:52:58
Revision_Time = 26-JAN-2021 15:02:18
‘;’ Comment = single pulse decoupled ga
Data_Format 1D COMPLEX
Dim_Size = 26214
X_Domain Carbon
Dim_Title Carbon13
Dim Units [ppm]
Dimensions X
Site JNM-ECX500
Spectrometer = DELTAZ_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration 0.83361792[s]
X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]
X_Points 32768
X_Prescans 4
X_Resolution 1.19959034 [Hz]
X_Sweep 39.3081761[kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Clipped FALSE
N Scans 275
2 Total_Scans = 275
S .
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 23[dC]
T T T T T T T T T [ T T T T T e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[deg]
NS AN e i
X_Pulse 3.12[us]
o 223252088 SRR R PR R R R E R Iex_Atn Dec 20.54 [dB]
<+ 0 RA—mn QLN T SASnaATIOam—h—mtnnIS oo~ Irr_Atn_Noe 20.54[dB]
g3 3S8$532388 IEESFEENSr eI ASsNSSIg® frNoize miz
o - = e i rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE
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PAN
1 N” N H 0 N3 ---- PROCESSING PARAMETERS ----
1 — dc_balance( 0, FALSE )
I 10ca sexp( 0.2[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1, TRUE )
o £ft( 1, TRUE, TRUE )
< machinephase
1 PPm
] g
<
1 © Filename KM4-73-1_proton-1-2.jdf
1 2 Author delta
o1 o =~ Experiment proton.jxp
| 3 Sample_Id KM4-73-1
] «@ Solvent CHLOROFORM-D
] Actual_Start_Time = 15-MAR-2021 20:40:51
1 Revision Time = 15-MAR-2021 20:34:56
1 Comment = single_pulse
1 Data_Format 1D COMPLEX
- Dim Size 13107
N S © = X_Domain Proton
1 = R ~% - Dim_Title Proton
] Dim_Units [ppm]
< | Dimensions X
N Site JNM-ECX500
il S g ES = Spectrometer = DELTA2_NMR
1 = = S} 5y
1 Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 1.74587904[s]
X_Domain = 1H
] X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
] X_Points 16384
X_Prescans 1
o ] X_Resolution 0.57277737[Hz]
- X_Sweep 9.38438438[kHz]
q X_Sweep_Clipped 7.50750751 [kHz]
N Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
] Irr Offset 5.0 [ppm]
] Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
38 i Tri_Offset 5.0[ppm]
s ] Clipped FALSE
< Scans 8
g q Total_ Scans =8
2o L .
«© Relaxation Delay
L L L L L L B L L L U LS WAL o
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15.8[dC]
X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
XN AN O ATV XODTFT Ao FTOoOA—VLAT—~UVWVNOT—XTFTOOOA—0 X F G —
AN == 0NV OOTONNAN =N X MOTFOMTOALES—nnAFToon =03 wm Ao —o G X Atn 4[dB]
R R R R R R R R R R i e ir el B D B B i R A R R R A R R R R I Y PO 6.85[us]
l\t\z\l\l\l\l\l\l\t\l\:\z\l\l\l\l\l\l\l\l\l\cwvvvvmmmNNN—-—-—<-—<v—<v—<v—<v—<-—v——-—-—<-—<v—<v—<v—<v—<-—v—oI;rM°de of
X : parts per Million : Proton Tri_Mode = Off
| i JEOL
i (0]
: )
’ N',N N H (0] N3
] —---- PROCESSING PARAMETERS ----
] = dc_balance( 0, FALSE )
7] 10ca sexp( 2.0[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1, TRUE )
- f£ft( 1, TRUE, TRUE )
1 machinephase
1 ppm
=]
<]
] Filename = KM4-73-1_carbon-1-2.3jdf
] Author delta
] Experiment carbon. jxp
] Sample_Id KM4-73-1
] Solvent CHLOROFORM-D
1 Actual_Start Time = 15-MAR-2021 21:52:59
= Revision_Time = 15-MAR-2021 22:11:40
1 Comment = single pulse decoupled ga
7 Data_Format 1D COMPLEX
1 Dim_Size = 26214
] X_Domain Carbon
] Dim_Title Carbon13
] Dim_Units [ppm]
] Dimensions X
N Site JNM-ECX500
< | Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq_Duration 0.83361792[s]
q X_Domain 13c
1 X_Freq 125.76529768 [MHz]
1 X _Offset 100 [ppm]
] X_Points 32768
— ] X_Prescans 4
ST X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
] X_Sweep_Clipped = 31.44654088[kHz]
1 Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
4 Irr Offset = 5.0[ppm]
1 Clipped FALSE
g Scans 306
2 Total_Scans = 306
go
= Relaxation Delay = 2[s]
B Recvr_Gain 60
G Temp_Get 15.9[dC]
T T T T T T T [ T T T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
P ———— 2
X_Pulse 3.12[us]
AR R L g e g SR e R R g ARl Rupefuls Trz_Atn Dec 20.54 (]
SETXLE =R A~ aNESSASEMXAS N ST S aa T ML Irr_Atn_Noe 20.54[dB]
EE ST R NSl Engosansiaaasgsy TrrNoise waLrz
e e = Irr_Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE




20.0

(thousandths)

Field Strength
X_Acq_Duration

= 11.7473579[T] (500 [MHz])
0.83361792[s]

X_Domain 13c
X_Freq 125.76529768 [MHz]
X_Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 1.19959034 [Hz]

o] p JEOL 5
] = o}
] N HLN/U
4 o H o) N
] NN N"°N ---- PROCESSING PARAMETERS ----
] 10ch = dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s] )
~ - trapezoid( O[%], O[%], 80[%], 100[%] )
= 3 zerofill( 1, TRUE )
] «@ fft( 1, TRUE, TRUE )
] machinephase
1 ppm
<]
] Filename KM4-74-2_proton-1-3.jdf
o Author delta
S Experiment proton. jxp
] sample_Id KM4-74-2
4 Solvent CHLOROFORM-D
0 Actual_Start Time = 22-MAR-2021 11:49:02
ST Revision_Time = 22-MAR-2021 17:49:48
] Comment = single_pulse
= 9 Data_Format 1D COMPLEX
S - Dim_Size 13107
] X_Domain Proton
] - Dim_Title Proton
o 1 = Dim Units [ppm]
= 2 ~ Dimensions X
- site JNM-ECX500
] Spectrometer = DELTA2_NMR
w7 N
p [=) N .
S g H Field Strength = 11.7473579[T] (500 [MHz])
] o~ 1 X_Acq_Duration 1.74587904[s]
1 [ - s - “ X_Domain = 1H
<+ ) fﬁ f-\, /fw / /w] ] X Freq 500.15991521 [MHz]
=N e < S < X_Offset 5.0 [ppm]
X_Points 16384
1 X_Prescans 1
en ] X_Resolution 0.57277737[Hz]
<] X_Sweep 9.38438438 [kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
1 Irr_Domain Proton
] Irr Freq 500.15991521 [MHz]
o] Irr Offset 5.0[ppm]
Tri_Domain Proton
N Tri_Freq 500.15991521 [MHz]
o — ] Tri_Offset 5.0[ppm]
2 <] Clipped FALSE
g Scans 8
R Total_Scans =8
g ]
| 27 Relaxation_Delay =
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T Recvr Gain
. 0 7.0 6.0 5.0 4.0 3.0 2.0 1. 0 Temp_Get = 15.9[dc]
| i I | | | X_90_Width 13.7[us]
. =" N\ Ss== \ [P~ i
X_Angle 45[deg]
MM A AN O FTANOOAN —=~—ANNOAOXENTFTARAENTOETAEOOTOONRAO OO I X Atn 4[dB]
NA =R N ARD TN~ BN OCMINT OO NI~ RN TAT AN BT I ITORDOI L CROE T FinD S o
nnina AR AN === =39S 339MAAd~—0nR0VOOITITANA—~—0EN S ST nnadS X Pulse 6.85[us]
e oo nnadAdAdAddAddANAdNANNN = == ===~~~ — O J Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
=% JEOL ;
=
X ]
] o
] 0. ---- PROCESSING PARAMETERS ----
=3 N dc_balance( 0, FALSE )
27 N H o) N sexp( 2.0[Hz], 0.0[s] )
1 N” N N™ N trapezoid( 0[%], O[%], 80[%], 100[%] )
1 — 10ch = zerofill( 1, TRUE )
B £ft( 1, TRUE, TRUE )
o ] O G O O machinephase
= ppm
= ]
o ]
=
° Filename = KM4-74-2_carbon-1-3.jdf
] Author delta
] Experiment carbon. jxp
=1 Sample_Id KM4-74-2
=4 Solvent CHLOROFORM-D
@ ] Actual_Start Time = 22-MAR-2021 19:08:38
q Revision_Time = 23-MAR-2021 14:17:24
] Comment = single pulse decoupled ga
Q ] Data_]?ormat 1D COMPLEX
S Dim_Size = 26214
A X_Domain Carbon
] Dim_Title Carbon13
] Dim Units [ppm]
=1 Dimensions X
el Site JNM-ECX500
e ] Spectrometer = DELTAZ_NMR

X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088 [kHz]
Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE
Scans 3275
E | Total_Scans = 3275
] Relaxation Delay = 2[s]
] Recvr_Gain 60
1 Temp_Get 16.5[dC]
T T T T T T T e e e T T ¢ 90 Width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792[s]
X_Angle 30[deg]
===~ |\ e
X_Pulse 3.12[us]
el 2R RS N SRR N 2R E ISR 9 T RRacRIcgazedadn Irz_Atn Dec 20.541d8]
RXIEIHEMNMLOOR =X NRANNN—-A— NSO NAOE NS AN NI O T oA ™ ®O Irr_Atn_Noe 20.54[dB]
LTI RN dlmmaeenaadlddlsSS8dRRETIFITansginda’aassy Irr_Noise WALTZ
R e e Rk R R R R e R R R R R R R R R Irr_Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE




o ]
]
— ]
~ 2 JEOL
0] lo)
o N N
=7 —---- PROCESSING PARAMETERS ----
] N; H o N” SN dc_balance( 0, FALSE )
<o ] sexp( 0.2[Hz], 0.0[s] )
o] 10cc Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
] Ph zerofill( 1, TRUE )
(=g £ft( 1, TRUE, TRUE )
v machinephase
1 Cl HO ppn
Q 4
=
S ]
«©]
o ] Filename KM4-71-2_proton-1-3.jdf
i Author delta
— Experiment proton.jxp
S ] Sample_Id KM4-71-2
— Solvent CHLOROFORM-D
- Actual Start Time = 12-MAR-2021 20:41:54
o ] Revision_Time = 16-MAR-2021 20:20:06
7]
— ] Comment = single_pulse
o1 a Data_Format 1D COMPLEX
o - Dim Size 13107
7 o et s
1 — X_Domain Proton
o1 Dim Title Proton
%] Dim_Units [ppm]
] o Dimensions X
o1 <y Site JNM-ECX500
< ~ Spectrometer = DELTA2_NMR
o1 % Field Strength = 11.7473579[T] (500 [MHz])
S a ] X_Acq_Duration 1.74587904(s]
] < < X_Domain = 1H
] X_Freq 500.15991521 [MHz]
=3 -
a4 S ifg g J' g ﬁ\f ] /g X Offset 5.0(ppm]
4 fo' Va= s - X_Points 16384
o1 X_Prescans 1
F X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
o1 X_Sweep_Clipped 7.50750751 [kHz]
P Irr_Domain Proton
] Irr_Freq 500.15991521 [MHz]
o1 Irr_Offset 5.0[ppm]
< Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
38 o] Tri_Offset 5.0[ppm]
g = Clipped TRUE
g —
< 1 Scans 8
g ] A Total_ Scans =8
oo "
«© Relaxation Delay
L L B B L L L L L B L S S L S S R S S ot
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15.8[dC]
| X_90_Width 13.7[us]
X_Acq_Time 1.74587904[s]
X_Angle 45[deg]
2 ’é § S xatn 4[dB]
S S J X pulse 6.85[us]
7| Irr_Mode off
Tri_Mode = Off
| JEOL ;
1 I N
1l Ny H o} N,
N N —---- PROCESSING PARAMETERS ----
1 — dc_balance( 0, FALSE )
< _t
e 10cc Ph sexp( 2.0[Hz], 0.0[s] )
4 Ph trapezoid( O[%], O[%], 80[%], 100[%] )
] zerofill( 1, TRUE )
4 HO £ft( 1, TRUE, TRUE )
Cl machinephase
1 ppm
s Filename = KM4-69-1-2_carbon-1-2.jdf
] Author delta
] Experiment carbon. jxp
Sample_Id KM4-69-1-2
1 Solvent CHLOROFORM-D
q Actual_Start Time = 23-MAR-2021 12:25:48
] Revision_Time = 23-MAR-2021 14:48:06
i Comment = single pulse decoupled ga
Data_]?ormat 1D COMPLEX
1 Dim_Size = 26214
1 X_Domain Carbon
N Dim_Title Carbonl3
< | Dim Units [ppm]
] Dimensions X
Site JNM-ECX500
1 Spectrometer = DELTAZ_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
] X_Domain 13c
X_Freq 125.76529768 [MHz]
1 X _Offset 100 [ppm]
1 X_Points 32768
- X_Prescans 4
< | X_Resolution 1.19959034[Hz]
] X_Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
1 Irr_Domain Proton
1 Irr_Freq 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
] Clipped FALSE
3 Scans 2266
2 Total_Scans = 2266
g
£ Relaxation Delay = 2[s]
o M A ) A an m \ ™ m n p Recvr_Gain 58
i o Y h i amids i uny i " h o Temp, Get 16.3[dc]
T T T T T T T T [ T T T e e T ¢ 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
| I TAS NNAWISSS gy Hert
X_Pulse 3.12[us]
ER %8 8I%S LR F PRI R R R Y Iex_Atn Dec 20.54 [dB]
! T waxe SASEI g —aaaTE A nannd Irr_Atn_Noe 20.54[dB]
e g 2¢ 3555 EEREIENIgIFansdagsgssy Toz_Noise oo
s - - === rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE




(thousandths)

] JEOL
E
o] —---- PROCESSING PARAMETERS ----
-7 dc_balance( 0, FALSE )
1 sexp( 0.2[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1, TRUE )
- £ft( 1, TRUE, TRUE )
] machinephase
3] PPm
= b
— 1 ©
B B3
S
S Filename KM4-71-3_proton-1-3.jdf
] Author delta
B Experiment proton. jxp
] Sample_Id KM4-71-3
E| Solvent CHLOROFORM-D
] Actual_Start_Time = 12-MAR-2021 20:49:23
] Revision_Time = 22-MAR-2021 15:03:07
;i Comment = single_pulse
] Data_Format 1D COMPLEX
B Dim Size 13107
] X_Domain Proton
4 Dim Title Proton
< Dim Units [ppm]
] Dimensions X
] Site JNM-ECX500
w4 Spectrometer = DELTA2_NMR
=7
El Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 1.74587904[s]
~ 3 X_Domain = 1H
= X_Freq 500.15991521 [MHz]
] X_Offset 5.0[ppm]
] X_Points 16384
] X_Prescans
=T X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
] X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
g{ Irr_Freq 500.15991521 [MHz]
] Irr_Offset 5.0 [ppm]
3 Tri_Domain Proton
] Tri_Freq 500.15991521 [MHz]
o — Tri_Offset 5.0[ppm]
2°1 Clipped FALSE
3 1 Scans 8
R Total_Scans =8
= 1 N
| <7 Relaxation_Delay
“““““ Recvr Gain
9.0 8.0 7.0 6.0 3.0 2.0 1.0 0 Temp_Get = 15.8[dC]
X_90_Width 13.7[us]
AN | /////&//\\\\\%X\ e DL
X_Angle 45[deg]
ozee 2 ToIRoRASRENERS 03 g Xam 4ta)
A aa = > AN @ N = & — & X_Pulse 6.85[us]
o~ o~ A LaglaciEas Bl Mo o o BN Io Il | — — & Irr Mode Off
X : parts per Million : Proton Tri_Mode = Off
] [o]
< 0]
= A JEOL
@ N“ N OH o) N'N“N
1| 10cd =\Jh
7] Ph ---- PROCESSING PARAMETERS
B OH HO dc_balance( 0, FALSE )
] Cl Cl sexp( 2.0[Hz], 0.0[s] )
] trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1, TRUE )
g, fft( 1, TRUE, TRUE )
S machinephase
] ppm
q Filename = KM4-69-5_carbon-1-5.jdf
S Author = delta
S Experiment = carbon. jxp
e Sample_Id = KM4-69-5
] Solvent = CHLOROFORM-D
] Actual Start Time = 16-MAR-2021 2
] Revision_Time = 23-MAR-2021 1
] Comment = single pulse decoupled ga
1 Data_Format = 1D COMPLEX
< Dim_Size = 26214
S X_Domain = Carbon
N Dim _Title = Carbonl3
1 Dim_Units = [ppm]
1 Dimensions =X
] site = JNM-ECX500
4 Spectrometer = DELTA2_NMR

Field_Strength 11.7473579[T] (500 [MHz])

150.0

/////%//%fﬂ/////ﬁx\

210.0 190.0 170.0

75.788
165.191
149.405
149.110
—145.199

145.113

X : parts per Million : Carbon13

135.546
135.127
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=3
¥
S
%
a

%
7!
LS}
~
a

=]
3}
~
]

130.0

<
<
=
~
)

127.658
77.868
77.763
77.258
77.000
64514
44.179
44.055
43.024
41.336
40.525
39.734
37.492
28.]54
25789
22.155

X_Acq Duration = 0.83361792[s]
X_Domain = 13c

X_Freq = 125.76529768 [MHz]
X Offset = 100 [ppm]
X_Points = 32768
X_Prescans =4

X_Resolution = 1.19959034[Hz]
X_Sweep = 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain = Proton

Irr_Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped = FALSE

Scans = 13211
Total_Scans = 13211
Relaxation Delay = 2[s]

Recvr_Gain = 60

Temp_Get = 16.2[dC]
X_90_width = 9.36[us]
X_Acq_Time = 0.83361792[s]
X_Angle = 30[deg]

X _Atn = 3[dB]

X_pulse = 3.12[us]




=]
—]
] JEOL
= B ' D
] Py Hk 0 o
] ---- PROCESSING PARAMETERS ----
— NH H (e} dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s] )
< 11aa trapezoid( 0[%], O[%], 80[%], 100[%] )
- zerofill( 1 )
— £ft( 1, TRUE, TRUE )
] machinephase
= ppm
N
B foo
] [ @
— =]
= Filename KM4-32-1_proton-1-2.3jdf
] Author delta
q ‘ Experiment proton. jxp
<] | Sample_Id KM4-32-1
— 4 Solvent CHLOROFORM-D
] Actual_Start_Time = 20-JAN-2021 20:15:27
o Revision Time = 20-JAN-2021 20:11:12
=
] Comment = single_pulse
0 1 ‘ Data_Format 1D COMPLEX
2] Dim Size 13107
<7 >
] fe X_Domain Proton
] ] Dim Title Proton
~ 1 | < Dim_Units [ppm]
S ‘ Dimensions X
1 Site JNM-ECX500
< 1 | Spectrometer = DELTA2_NMR
1 ‘ Field Strength = 11.7473579[T] (500 [MHz])
] | X_Acq_Duration 1.74587904[s]
bal| | X _Domain =1m
< . X_Freq 500.15991521 [MHz]
] [ IR = =N ‘ X_Offset 5.0 [ppm]
< i S | & X_Points 16384
= ‘ [T | X_Prescans 1
1 | ‘ | X_Resolution 0.57277737 [Hz]
o ] ‘ ‘ | X_Sweep 9.38438438[kHz]
s | ‘ ‘ X_Sweep_Clipped 7.50750751 [kHz]
] ‘ [ ren ‘ Irr_Domain Proton
q [ | Irr_Freq 500.15991521 [MHz]
o \ [< ‘ ‘ Irr Offset 5.0 (ppm]
< | | “ ‘ | | Tri_Domain Proton
] | | ¥ J ] J Tri_Freq 500.15991521 [MHz]
8 — ! ! y Tri_Offset 5.0 [ppm]
RS Clipped FALSE
-g 1 . J J Scans :
] | Total_Scans =
ey SOTSI——. g W " J\ ik ‘
«© 1 Relaxation Delay
L L B B L L L L L B L S S L S S R S S ot
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 12.3[dC]
LI 0 X_90_Width 13.7[us]
_—h N\ | RN NN | ASs AN EEEs e
— NN VnoO XYWV — O — S O o C oSt wvmo Ao o oo — o~ 2O < X—Angle 45[deg]
OTXOOTTVNNOS X0 <+ —FT N —wn< Ol W NX O XX 0 O S O | X Atn 4[dB]
LA NN NN T NN < Tnmen—— annmn - Y n S S 2 2 2 2| X pulse 6.85[us]
i e e e L e o T T T crenenen o e oo C‘D 9 I;r Mode Off
X : parts per Million : Proton Tri_Mode = Off
: . JEOL
® ] F’h\ =N, O.
< NH HU 0
- 11aa —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
1 sexp( 2.0[Hz], 0.0[s] )
= trapezoid( 0[%], O[%], 80[%], 100[%] )
] zerofill( 1 )
il ££t( 1, TRUE, TRUE )
] machinephase
=3 ppm
S
o]
—1
<] Filename = KM4-25-3_carbon-1-2.3jdf
] Author delta
3 Experiment carbon. jxp
| Sample_Id KM4-25-3
—1 Solvent CHLOROFORM-D
<9 Actual_Start_Time 7-JAN-2021 18:28:21
] Revision_Time = 7-JAN-2021 18:53:42
oo ] Comment = single pulse decoupled ga
[y Data_]?ormat 1D COMPLEX
<! Dim_Size = 26214
1 X_Domain Carbon
- Dim Title Carbonl3
] Dim_Units [ppm]
=5 Dimensions X
ST Site JNM-ECX500
4 Spectrometer = DELTAZ_NMR
] Field Strength = 11.7473579[T] (500 [MHz])
<t 1 X_Acq_Duration 0.83361792[s]
>4 — ;
=3 X_Domain 13c
] X_Freq 125.76529768 [MHz]
3 X _Offset 100 [ppm]
] X_Points 32768
IS X_Prescans 4
<4 X_Resolution 1.19959034[Hz]
< X_Sweep 39.3081761 [kHz]
B X_Sweep_Clipped = 31.44654088[kHz]
1 Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Clipped FALSE
3 Scans 300
= Total_Scans = 300
< .
= Relaxation Delay = 2[s]
B Recvr_Gain 60
GRS Temp_Get 11.8[dC]
T T T T T T T [ T T T e e T 90 width 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
N 1N
X_Pulse 3.12[us]
235 25 HEIoUELSDY 2298 ¥ 228528 Irz_Atn Dec 20.54[dB]
LS a@m A9 e—=S=—S 9 ASH % = win Ginan Irr_Atn_Noe 20.54[dB]
$5¢ 39 $emscaEngy REST ¥ 923a%%% Toz_Noise oo
e — == == e = = rr_Pwil us
X : parts per Million : Carbon13 Decoupling = TRUE
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%],
zerofill( 1 )

o[s]1,

80[%], 100[3] )

£ft( 1, TRUE, TRUE )

Actual_Start Time

25-JAN-2021 15:38:23

machinephase

Ppm

Filename = KM4-37-2_proton-1-3.3df
Author = delta

Experiment = proton.jxp

Sample_Id = KM4-37-2

Solvent = DMSO-D6

Revision_Time

Comment
Data_Format
Dim Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration

10-MAR-2021 09:07:34
single_pulse

1D COMPLEX

13107

Proton

Proton

[ppm]

X

JNM-ECX500
DELTA2_NMR

11.7473579([T]
1.74587904[s]

(500 [MHz])

X_Domain =18
X_Freq = 500.15991521 [MHz]
X_Offset = 5.0[ppm]
o X_Points = 16384
3 X_Prescans =1
© o Foo |~ wn oo —o o N .\/g X_Resolution = 0.57277737[Hz]
S S A== e =21 S =% X_Sweep = 9.38438438[kHz]
i Edn e Tk Bl o b - 7 X _Sweep Clipped = 7.50750751[kHz]
Irr_Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
i_Domain = Proton
“Freq = 500.15991521 [MHz]
o | “offset = 5.0[ppm]
2 h | Clipped = FALSE
k L‘ ‘ ‘ ‘ | | I \J Scans -e
2 | Total_Scans =
- S | | U100 AT P VA O W b )
2 Relaxation Delay = 5[s]
T T T T T T T T T T T T T T T | Recvr Gain - 16
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 14.6[dC]
| P 1 | WL ! X_90_Width = 13.7[us]
X_Angle = 45[deg]
SN~ X TN O AN OO N O OMNMNOCANATAN -V NO NSO TOMNO MO —=0OM®POMANMP T RN X Atn = 4[dB]
T~ XL T TN AN~ AN ODAN—~ O T OO ONRXRO DO O nOoO AT =S on — -
I = =3 AR RRARRNRREC LA TOMNMANARLNSOBE NN AALIL - "R BOIL T T Moo | X Pulse = 6.85[us]
LR e e e R T e S e e e e e T T T i e B o e o o I o I I o o I o e I S B I I ] Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
* i HEN~° JEOL
1 .,
] o NMNH
< 1 H “
S | Phy N o s~
= N I;l ---- PROCESSING PARAMETERS ----
1 NH H o dc_balance( 0, FALSE )
] sexp( 2.0[Hz], 0.0[s] )
] o Mab trapezoid( 0[%], O0[%], 80[%], 100[%] )
=1 zerofill( 1, TRUE )
O; fft( 1, TRUE, TRUE )
31 machinephase
] ppm
S
=4
]
1 Filename KM4-37-5_carbon-1-2.jdf
] Author delta
1 Experiment carbon. jxp
] Sample_Id KM4-37-5
< 1 Solvent = DMSO-D6
S Actual_Start_Time = 8-MAR-2021 19:23:48
] Revision_Time = 9-MAR-2021 11:30:21
] Comment = single pulse decoupled ga
1 Data_Format 1D COMPLEX
o] Dim Size 26214
= X_Domain Carbon
] Dim_Title Carbonl3
] Dim Units [ppm]
] Dimensions X
] site = JNM-ECX500
o] Spectrometer = DELTA2_NMR
&7 Field Strength = 11.7473579[T] (500 [MHz])
] X_Acq_Duration 0.83361792[s]
] X_Domain 13c
1 X_Freq = 125.76529768 [MHz]
] X_Offset 100 [ppm]
o] X_Points 32768
S X_Prescans =4
=1 X_Resolution 1.19959034 [Hz]
] X_Sweep 39.3081761 [kHz]
] X_Sweep_Clipped 31.44654088 [kHz]
q Irr_Domain Proton
] Irr Freq 500.15991521 [MHz]
= Irr_Offset 5.0 [ppm]
£ Clipped FALSE
R Scans 3660
s Total_Scans = 3660
s 1
2 1] Relaxation_Delay = 2[s]
R Recvr_Gain 58
= ] Temp_Get 25[dc]
L L B L B L L L L L B L B L B L L B B R R R R N RN R R Ry T T Y 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792s]
X_Angle 30 [deg]
X_pulse 3.12[us]
LSRN SIE N8RS ARSIT IR IAIS TR Irr Atn Dec 20.54[dB]
SINC XM AT AN —EA - MRS TR NS8O INM NS T =S A=A — Irr_Atn_Noe = 20.54[dB]
N8R YR RAAEEETANTICANITFTRARRRRRRLARRRESS Irr_Noise WALTZ
e R R R R R R e R R R R Irr_Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE




abundance

5.0

4.0

3.0

N JEOL
Ns
(0] N N
o —_—
’}l N3 —---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
N3 H 0 i Ph sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
11ba Cl ££t( 1, TRUE, TRUE )
machinephase
ppm
Filename KM4-28-1_proton-1-3.3jdf
Author delta
Experiment proton. jxp
sample_Id KM4-28-1
Solvent CHLOROFORM-D
Actual_Start_Time = 14-JAN-2021 20:53:25
Revision Time = 27-JAN-2021 14:46:23
Comment = single_pulse
Data_Format 1D COMPLEX
Dim Size 13107
X_Domain Proton
Dim Title Proton
Dim_Units [ppm]
Dimensions X
Site JNM-ECX500
- Spectrometer = DELTA2_NMR
N
% [ Field Strength = 11.7473579[T] (500 [MHz])
< ~ o Lo =2 © o - X_Acq_Duration 1.74587904[s]
B 2 fO. S = /= X_Domain =18
S — [ — — — X Freq 500.15991521 [MHz]
X_Offset 5.0[ppm]
X_Points 16384
X_Prescans 1
X_Resolution 0.57277737[Hz]
X_Sweep 9.38438438[kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain Proton
Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0[ppm]
Tri_Domain Proton
Tri_Freq 500.15991521 [MHz]
Tri_Offset 5.0 [ppm]
Clipped FALSE
Scans 8
jL ) ] Total_Scans =8

Relaxation_Delay
Recvr_Gain

9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 12.7[dC]
| [ X_90_Width 13.7[us]
X_Angle 45[deg]
N R A e S eI 8g 8RN 8 SRS RN oINS ERIRISZS 2R E Y xatn 4[dB]
SommaanmaannmmaaaddAdananaSanddaddN - TS EnE8nn I T N =23 G ypuise 6.85[us]
ocooz\l\l\l\l\l\l\t\l\:\z\hl\l\l\l\l\l\l\l\mvvvvmmmmmmmmmmm—u—u—u—m—w——-—-—<-—<v—<v—<v—<v—<-—oclI;rM°de of
X : parts per Million : Proton Tri_Mode = Off
oo
z N
Ny
il 9 NN JEOL
o~ ] —
S N O
o] ) N3
- N3 H [e) Ph ---- PROCESSING PARAMETERS ----
S ] Ph dc_balance( 0, FALSE )
w ] sexp( 2.0[Hz], 0.0[s] )
=7 11ba cl trapezoid( 0[%], 0[%], 80[%], 100[%] )
] zerofill( 1 )
= ] ££t( 1, TRUE, TRUE )
=7 machinephase
= ] ppm
S ]
]
-]
S ]
— ]
— Filename = KM4-28-1_carbon-1-2.3jdf
S ] Author delta
-] Experiment carbon. jxp
= Sample_Id KM4-28-1
] Solvent CHLOROFORM-D
2 Actual_Start Time = 17-JAN-2021 13:19:02
S Revision_Time = 26-JAN-2021 19:01:55
Z 1 Comment = single pulse decoupled ga
S ] Data_Format 1D COMPLEX
=~ ] Dim_Size = 26214
<4 X _Domain Carbon
S ] Dim_Title Carbon13
© ] Dim Units [ppm]
2] Dimensions X
< Site JINM-ECX500
8 Spectrometer = DELTA2_NMR
f'_ ] Field Strength = 11.7473579[T] (500 [MHz])
S X_Acq Duration 0.83361792[s]
=% X_Domain 13c
] X_Freq 125.76529768 [MHz]
S X_Offset 100 [ppm]
S X_Points 32768
o ] X_Prescans 4
S X_Resolution 1.19959034 [Hz]
< X_Sweep 39.3081761 [kHz]
=1 X_Sweep_Clipped = 31.44654088 [kHz]
S Irr_Domain Proton
Irr Freq 500.15991521 [MHz]
o \ Irr_Offset = 5.0[ppm]
Clipped TRUE
8= Scans 1024
2< Total_Scans = 1024
S 3 N
=l g Relaxation Delay = 2[s]
B S Recvr_Gain 60
o S Temp_Get 13.9[dC]
R e A R o B LI R I R B A N I R S RRRRE Ra P Sy 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x"Acq_Time 0.83361792[s]
X_Angle 30[deg]
AT AN K] NS
X_Pulse 3.12[us]
Sg LOZESnRLSly £2988 S2-285285%9 Iiz_Atn Dec 20.541a3)
<+ o oA Aaa- = ASESS Thoaammntoanq Irr_Atn_Noe 20.54[dB]
g8 fs8mss5sgs EREESE SEganaxsggsy tretoise iz
- - = e = rr_Pwi us
X : parts per Million : Carbon13 Decoupling = TRUE




]
1 =
"] N, : JEOL
-] N" N
] @ N
] o PH 3 ---- PROCESSING PARAMETERS ----
4 —_ Ph dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s]
1 cl trapezoid( 0[%], O[%], 80[%], 100[%] )
= zerofill( 1 )
] £ft( 1, TRUE, TRUE )
q machinephase
. ppm
o Filename KM4-34-1_proton-1-2.3jdf
-] Author delta
] Experiment proton. jxp
1 sample_Id KM4-34-1
[ IN Solvent CHLOROFORM-D
S <~ Actual Start Time = 21-JAN-2021 16:54:32
] 3 Revision_Time = 21-JAN-2021 16:49:38
] o
gf (g =3 Comment = single_pulse
] a i Data_Format 1D COMPLEX
b e S - Dim_Size 13107
~ ] _ - o = - 7Y X_Domain Proton
S /oc fq / f;::w = Dim_Title Proton
] J = = p 5 Dim_Units [ppm]
] Dimensions X
e site JNM-ECX500
< Spectrometer = DELTA2_NMR
“ 1 Field Strength = 11.7473579[T] (500 [MHz])
= X_Acq_Duration 1.74587904[s]
] X_Domain = 1H
q X_Freq 500.15991521 [MHz]
<] X_Offset 5.0[ppm]
= X_Points 16384
q X_Prescans
] X_Resolution 0.57277737[Hz]
« X_Sweep 9.38438438[kHz]
< X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
~ Irr_Freq 500.15991521 [MHz]
i< Irr Offset 5.0[ppm]
4 Tri_Domain Proton
N Tri_Freq 500.15991521 [MHz]
8 =1 Tri_Offset 5.0[ppm]
g <] Clipped FALSE
< 4
< Scans 8
s ] Total_Scans =8
8 o
«© 1 Relaxation Delay
L L B L B L L L LS L B LS WL ot
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 13.6[dC]
| | | Il | ! X_90_Width 13.7[us]
=) 2 L VUG N R D
X_Angle 45[deg]
NN~ AN~ — VM-V AODODNON =0 NOoONUOIT OO —ANDINOO T T 0Y —,
NSOV =0 N —UNTRARORNRXETONTA—D—0VO0ONONTARROONTN =D ADAN0—1n OO G X Atn 4[dB]
SSAammmAadaNNAdSHIANAdRANANNd -0 REAdN——=—EeEnoongITaand—=33 3y puise 6.85[us]
ocool\l\l\l\l\l\l\t\l\l\l\wmvvvvmmmmmmmmNNNNNNNNN-—<-—<v—<v—<v—<v—<-—v——-—-—<-—<v—<v—<v—<v—<v—ocI;ZMNiE of
X : parts per Million : Proton Tri_Mode = Off
] JEOL
-1 NG
] N" N
o] O, ---- PROCESSING PARAMETERS ----
— N3 dc_balance( 0, FALSE )
E o) Ph bh sexp( 2.0[Hz], 0.0[s] )
El trapezoid( 0[%], 0[%], 80[%], 100[%] )
— 1 11bb zerofill( 1 )
== Cl ££t( 1, TRUE, TRUE )
B machinephase
q Ppm
<
]
S . .
] Filename = KM4-34-1_carbon-1-3.jdf
] Author = delta
] Experiment carbon. jxp
*®4 Sample_Id KM4-34-1
<1 Solvent = CHLOROFORM-D
] Actual_Start_Time = 21-JAN-2021 17:51:23
l\E Revision_Time = 5-MAR-2021 17:42:55
<9 Comment single pulse decoupled ga
] Data_Format 1D COMPLEX
E| Dim_Size 26214
4 X_Domain Carbon
S Dim_Title Carbonl3
3 Dim_Units [ppm]
] Dimensions X
3 Site = JNM-ECX500
S Spectrometer = DELTA2_NMR
E| Field_Strength = 11.7473579[T] (500 [MHz])
< ] X_Acq Duration 0.83361792[s]
S X_Domain 13c
] X_Freq = 125.76529768 [MHz]
B X_Offset 100 [ppm]
e ] X_Points 32768
<= X_Prescans =4
] X_Resolution 1.19959034[Hz]
3 X_Sweep 39.3081761 [kHz]
E| X_Sweep_Clipped 31.44654088 [kHz]
Irr_Domain Proton
E Irr_Freq 500.15991521 [MHz]
3 | Irr_Offset 5.0[ppm]
1 Clipped FALSE
8 s Scans 545
21 Total_Scans = 545
'g ] i
R ol | o o 22
2° . . 4 e " 4 Pokto . Recvr_Gain 60
G Temp_Get 14.2[dc]
L B B L B B L I L B B B B L L L L B L B L L B R R R e e s nat Y T Y 9.36[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| X_Acq_Time 0.83361792[s]
X_Angle 30[deg]
=N e N e
X_Pulse 3.12[us]
88720 RINeReC 2289 80T ROl asReR28Y IEz_Atn Dec 20.541aB)
AR UEATAASRACNXASTESSC=RNAG AN @MY~ =0 MG 0 — Irr_Atn_Noe = 20.54[dB]
L8 ST Rl e RS8R SRRERNEC8AnITTISTRanA®EISLGA Irr_Noise WALTZ
Sl e e il el et Irr_Pwidth 92[us]
X : parts per Million : Carbon13 Decoupling = TRUE




w1 (=3
~7 Me z JEOL
1 &
4 ~
<1
-7 o (o]
] —---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
] 0 N sexp( 0.2[Hz], 0.0[s]
—] fo} trapezoid( O[%], O[%], 80[%], 100[%] )
] ';l/\k)/ zerofill( 1 )
1 H H 0 ££t( 1, TRUE, TRUE )
] machinephase
1 11bc cl Ppm
Filename KM4-50-5_proton-1-2.jdf
] Author delta
Experiment proton. jxp
o «© sample_Id KM4-50-5
ISl - Solvent DMSO-D6
] - Actual_Start Time = 19-FEB-2021 14:13:17
q Revision_Time = 19-FEB-2021 14:26:32
00 1
o7 Comment = single_pulse
1 Data_Format 1D COMPLEX
] Dim_Size 13107
=] X_Domain Proton
< Dim_Title Proton
] Dim Units [ppm]
o 1 Dimensions X
= site JNM-ECX500
] o _ Spectrometer = DELTA2_NMR
] = N b & g
" e b « - B 3 e Field Strength = 11.7473579[T] (500 [MHz])
S — S @ - d - S X_Acq Duration 1.74587904[s]
B = o X — 2 2 I l - X_Domain = 1H
] s 22 jﬁ f_‘ 1/ 2719 X_Freq 500.15991521 [MHz]
< ] X_Offset 5.0[ppm]
S X_Points 16384
1 X_Prescans
] X_Resolution 0.57277737[Hz]
] X_Sweep 9.38438438[kHz]
e X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain Proton
~ Irr Freq 500.15991521 [MHz]
= Irr Offset 5.0[ppm]
4 Tri_Domain Proton
i Tri_Freq 500.15991521 [MHz]
o — ] Tri_Offset 5.0[ppm]
2 s Clipped FALSE
g Scans 8
R Total_Scans =8
S N )
s A Relaxation_Delay
I L L e T e TR L L B Dy
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get
| | 1 | X_90_Width 13.7[us]
s AN e T VPHINS . - O
X_Angle 45[deg]
—F O AN OV OoOANROANANNANMNMOFTO—~ANEONNSHVOE =~ A AN —~ORAOTNADNAN DWW S | X Atn 4[dB]
=XM== O =TT AN =0 NAN O AN TOXNODADANX-TODONX-COCAAN O T 0w —
MR SR AN =SSR TOM AN CnAdN~ConnmAaNSS SR NN =8988N T mnadal——~S% | X Pulse 6.85[us]
VX OO NN oo oA O e e e e e e = = O Irr Mode Off
X : parts per Million : Proton Tri Mode = Off
1 Me
f _ JEOL
] o’ O
4 Q ---- PROCESSING PARAMETERS ----
S dc_balance( 0, FALSE )
27 = sexp( 2.0[Hz], 0.0[s] )
1 N, _N trapezoid( O[%], O[%], 80[%], 100[%] )
] Ph N~ zerofill( 1 )
Ph fft( 1, TRUE, TRUE )
1 machinephase
| cl ppm
] Filename KM4-50-6_carbon-1-2. jdf
S) Author delta
= Experiment carbon. jxp
N Sample_Id KM4-50-6
Solvent = DMSO-D6
1 Actual_Start Time = 21-FEB-2021 22:42:53
1 Revision_Time = 22-FEB-2021 11:45:09
1 Comment = single pulse decoupled ga
1 Data_Format 1D COMPLEX
| Dim_Size 26214
X_Domain Carbon
1 Dim_Title Carbon13
] Dim Units [ppm]
Dimensions X
o Site = JNM-ECX500
S Spectrometer = DELTA2_NMR
1 Field Strength = 11.7473579[T] (500 [MHz])
1 X_Acq Duration 0.83361792[s]

X_Domain 13c

X_Freq = 125.76529768 [MHz]

X_Offset 100 [ppm]

X_Points 32768

X_Prescans =4

X_Resolution 1.19959034 [Hz]

X_Sweep 39.3081761 [kHz]

X_Sweep_Clipped 31.44654088 [kHz]

Irr_Domain Proton

Irr Freq 500.15991521 [MHz]

= Irr Offset 5.0[ppm]

= Clipped FALSE

= I Scans 13284

g I 1 Total_Scans = 13284

2 |

8 i | Relaxation Delay = 2[s]

£ | Recvr_Gain 56

~ Temp_Get 25[dc]
L B L B B B B L L B B B L L L L B B L B L B e e s D VL T ) 9.36[us]

210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_Acq_Time 0.83361792([s]
| | X_Angle 30 [deg]

X_Pulse 3.12[us]
2RI YRS RN IR 8 IcR YR ISR e8RS ST sT2R Y29 R I At pec 20.541aB)
MEMLeS MmN ITSHnAdAE8Me—an TR —MnaATMAASHIING—=900RER——3 & ~ S | Irr_Atn Noe = 20.54[dB]
NEEUE N ST HAARENRRS T ISR EIERnITSSSSSaRRaRatRInasaR NS Y moise waLTz
ERRI- R R R ARG B R A BUR R e e e e R4 Irr Pwidth 92 [us]

X : parts per Million : Carbon13 Decoupling = TRUE




08 09 1.0 1.1 12 13 14 15

0.7

0.6

0.5

0.4

0.3

0.2

0.1

H
N
S - 0 JEOL
0 o PR NN, .
VO 3b (1 equiv) 3a (1 equiv) Bn’N\n/\N P "N
e I o) H + H
= = ---- PROCESSING PARAMETERS ----
PhZP toluene / H20(10/1) 4b o 'ID\Ph 4 o 'I:\Ph dc balance( 0, FALSE )
2a rt Ph a Ph sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
£ft( 1, TRUE, TRUE )
machinephase
ppm
Filename = KM1-52-1 proton-1-4.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM1-52-1
Solvent = CHLOROFORM-D
Actual_Start Time = 23-AUG-2019 15:58:34
Revision_Time = 7-JAN-2020 18:54:05
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
ﬁ% E{ § E X_Domain = Proton
I || S 8 °j 3 A ‘: g:: %{"3} 3 : g:..m_’.[‘:.t-:le i Proton
o A S 4o == 1= _~l—=w o~ _—_o im Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE

abundance

0

LLLS, VO O N Y T [ —

Relaxation Delay = 5[s]
\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\Recerain— =24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp Get = 22[dC]
| N [ - [ X_90_wWidth = 13.7[us]
N X _Acq_Time = 1.74587904([s]
— X Angle = 45[deg]
VOV Y0 AN -V AAT—INVOOTOAOLUVLOONTONDOONOITNIIVNOALONAD —SI-MNYVO—OOoOANOOoONnNg —
M TOAS- VN TAN O AN O ORI ONMTN —TODARNXO —~ N TA—0OT0ONOANTFT T — O 0w g X Atn = 4[dB]
LV NABEIITLLEITITINANAAANAAANNA === LROAANEOONARNSRRT 3y pirse = 6.85[us]
l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\mvvmmmmmmmmmm~~v—<oI— Mod. Off
11 rr ode =
X : parts per Million : Proton Tri_Mode = Off



Hiroki
スタンプ


abunda

82.29m
81.77m

R s s - JLE J\%M LRIl (JEDLD

- 77 23m

1137
T12s
1137

dc_balance( 0, FALSE )

VOO =~V AN OCAANSN —~INOVOOTOAONONTHINORONOENENOANDVONAD —MNO —\0ODA 0O W
DTN AT O NS A~ AN~ OO RO EARNROETONNTN—~—ORAND O —~DNXEEFAN—~0E0ONDAE I+ — O og sexp( 0.2[Hz], 0.0[s] )
eeveevunmunumuuunne IS ooadAd AN ANN e QQ T TN AN NG00 AN NN trapezoid( 0[%], 0[%], 80[%], 100[%] )
l\t\l\L\l\t\l\l\l\l\l\l\t\l\l\l\t\l\l\t\l\l\l\t\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\mvvmmmmmmmmmm~—m—zergfill(l) ’ ’ ’
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= B machinephase
"g 3 ppm
E = = =
S o= s S S S
S — S S S S l
5 T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T
8.0 7.0 6.0 5.0 4.0 3.0 2.0
///\\\ /‘\ /\\ //\\\\ Filename = KM1-52-1 proton-1-4.jdf
Ph/\/\N Author = delta
NS85 3 2L KX hoasd3 Experiment = proton.jxp
MmN — MERES =\ AR Sample_Id = KM1-52-1
TR SN SN S S SN SN N N 3a nenen A A —— Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 23-AUG-2019 15:58:34
- - Revision_Time = 7-JAN-2020 19:10:18
< E
E Oé 2 > S oy Comment = single pulse
B = < 3 ~ = Data_Format = 1D COMPLEX
< 3 Dim Size = 13107
T L e I e B e e e D T T T T T L L X Domain = Proton
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Dim Title = Proton
Dim Units = [ppm]
//}\L\\\\ /\ ‘ (0] Dimensions =X
B N Site = JNM-ECX500
o @ @ —t g = 3 g by g Q = n\N 3 Spectrometer = DELTA2_ NMR
A AR S )
e L <+ < gl H 3b Field Strength 11.7473579[T] (500([MHz])
X : parts per Million : Proton X_Acq Duration 1.74587904[s]
- - X_Domain 1H
_g 9 ) X Freq 500.15991521 [MHz]
SR s X_Offset 5.0 [ppm]
B ] X _Points 16384
< ] X_Prescans 1
T T T T Tl X Resolution 0.57277737[Hz]

X_Sweep 9.38438438[kHz]

[ X_Sweep_Clipped 7.50750751 [kHz]
/ / \w\ Irr Domain Proton
Irr Freq 500.15991521 [MHz]
T2RITASCNRTRE R QL | I omiset 5.0(ppn]
SO (NT(ZTARN NN © 0O OO g Tri_Domain Proton
AN — — — — — — Trj Freq 500.15991521 [MHz]
0 Tri_Offset 5.0 [ppm]
= = H ) Clipped FALSE
< o 3 N N Scans 8
g,_]E - N N —— Total_Scans 8
o E |
< B H /‘ .‘ ‘j\‘ —_— Relaxation_Delay = 5[s]
Recvr_Gain = 24
2.0 Temp_Get = 22[dC]
X _90_Width = 13.7[us]
\ X _Acq_Time = 1.74587904[s]
g - X Angle = 45[deg]
NN OANT - O0ON =N —= A ONARANA—ON—=—UFTANORXOD VNV ANODOVNUNOOOVOANXOTOXXDNO T AN —.
SAN—O0O = QRXRXOVOTFTTN DA TNAAN DN NINRXOEETT "0 XX EZTOOVONNAA—~—NRNREO TN X Atn = 4[dB]
AR N N N N N N N N R R R AR AR AR A A R R e R R R R R R R R R R R R R R R R e A D B R X Pulse = 6.85[us]
Lo I e e L S e o o S N T e o S S L o S S o o o L S o o o o S O L S o S o SN S T o o SN S . B B T o B —
c1qs Irr Mode = Off
X : parts per Million : Proton Tri Mode = Off
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i
_N
Cy N3

1.0

abundance

O Ph N3 ﬁi &
3c (1|equiv) 3a (1 equiv) Cy’N N Ph
- o) H_ + £
tolueng / HyO (10 /1) O_I\Ph -
rt = 4c Ph &~ &0 &
< | R
| Sl o~

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

PIL I | trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
££t( 1, TRUE, TRUE )

TN MMV~ ANOENN VO =~V —~ O —~FTTARXETLNALASNORMNMOOOT =Vt AT 0
ST TOAA === N OO OO "SI AXEODO RO ITFTOFTNRNROE —O 0D A — — W OO I~ I machinephase
avvv oL oo NnN NN NN VMAOSTIITITNAAAN] T~~~ AENAAAERONAANARNRXREOOAANA N
N S T o N e e o S e e L S S e N e e T S e S N T S R R e B o R I S I I S A R i i IR EL SIS IR IR I I 2
X : parts per Million : Proton
oo ] NN
2 @] < Ph N3 o o o
g 7 P = = 2 Filename = KM1-147-1_proton-1-3.jdf
g o 3 3a Author = delta
_g = Experiment = proton.jxp
< E 1 Sample_ Id = KM1-147-1
T T T T [ e L B B B R R A EE A T T T T T T T T [ R e A B L e Solvent = CHLOROFORM-D
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Actual_Start Time = 29-NOV-2019 17:54:35
Revision_Time = 10-JAN-2020 21:49:24
///\\\ /‘\ /\\ //\\\\ Comment = single pulse
AN AN —~ oA DA 0 <+ © — >N Data_Format = 1D COMPLEX
NSO RAD N — D ® S A~ VN Ao N A
nanaAaAaNNa —~ SIS SN [ ) NN R 0N Dim_Size = 13107
T Nl o N N S N Aenen  adaa —_— = X Domain = Proton
X : parts per Million : Proton Dim Title = Proton
- Dim_Units = [ppm]
b Dimensions =X
<] Site = JNM-ECX500
Y A Spectrometer = DELTA2_NMR
= ]
o <] Field Strength 11.7473579[T] (500[MHz])
51 X_Acq Duration 1.74587904[s]
el ] X_Domain 1H
© e X_Freq 500.15991521 [MHz]
X Offset 5.0 [ppm]
8.0 X_Points 16384
X_Prescans 1

0.57277737[Hz]
9.38438438[kHz]

X_Resolution
X Sweep

f O~ MO~ A ST N OO NNATEOMININ 0~ F T ODMOD MO0 —in o T
O AN~ O RNV OO =0T ONAN—~OWLTANAN—~—=—=ORNWOOFTNNAN— OO 0O O e X Sweep Clipped 7.50750751 [kHz]
TR EEEENooaEEEEEEYVYCY LYY T T nnnnnnn AN — == T =i
Irr Freq 500.15991521 [MHz]
Irr Offset 5.0 [ppm]
S ] Tri_Domain Proton
o Tri_Freq 500.15991521 [MHz]
8 ] Tri_Offset 5.0 [ppm]
N =3 78] i
g o A pa\ = 2 Clipped FALSE
5 =] ~ ~ — Scans 8
= ] Total_Scans 8
B 4
] ] Relaxation Delay = 5[s]
T \\\\\\\\‘\\\\\\\\\‘\\\\\\\\\ Recvr Galn_ = 26
3.0 2.0 Temp_Get = 14.9[dC]
[ X _90_Width = 13.7[us]
/N\ /\w\ X_Acq_Time = 1.74587904[s]
= X_Angle = 45[degqg]
ANV O A= O0NNNXNNODRXNNANNTTAANTOTNANTTAONO AT A O NAS—O 0V O WX Atn = 4[dB]
SV UIETTONAAN—LVUTAOAANANDLONTONEEEEVNTOEOTNONTOUSTTAN =TSN G =
SHRALLV VLYV L LYo NNNNNNNIIIITLTMNOONAANA—=—=—=—=S3SS (RGN NN TS QS QY X Pulse = 6.85[us]
oS~ SN SN e N AN AN N AN~~~ — — — Trr Mode = Off
X : parts per Million : Proton Tri Mode = off
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9.0

8.0

7.0

6.0

5.0

4.0

3.0

2.0

1.0

abundance

. n Purified ligation fraction
] Cy/N\jr/A\N ---- PROCESSING PARAMETERS ----
g 3 dc balance( 0, FALSE )
= 0 0 PR NN, E Q Q sexp( 0.2[Hz], 0.0[s] )
7 : : - trapezoid( 0[%], O[%], 80[%], 100[%] )
] MeO 3c (1 equiv) 3a (1 equiv) _ Cy H .\ Ph/\/\H trapezold{ o]
] - O fft( 1, TRUE, TRUE )
1 Ph,P toluene / H,O (10 /1) O=|?\Ph Ozl?\Ph machinephase
] 2a rt 4c Ph 4a Ph ppm
_ Filename = KM1-147-3_proton-1-3.jdf
] Author = delta
q Experiment = proton.jxp
] Sample Id = KM1-147-3
] Solvent = CHLOROFORM-D
B Actual_Start Time = 3-DEC-2019 20:31:42
A Revision_Time = 10-JAN-2020 21:33:51
] Comment = single_pulse
] Data_Format = 1D COMPLEX
B Dim_Size = 13107
i X_Domain = Proton
q Dim_Title = Proton
] Dim Units = [ppm]
] Dimensions =X
g Site = JNM-ECX500
] Spectrometer = DELTA2_ NMR
] Field Strength = 11.7473579[T] (500[MHz])
-] X_Acq_Duration = 1.74587904([s]
B X_Domain = 1H
] X_Freq = 500.15991521 [MHz]
b X Offset = 5.0[ppm]
] X_Points = 16384
] X_Prescans =1
- 3 % 8 S F\l‘ 8% X_Resolution = 0.57277737[Hz]
il D ~ Jf(\i - < X_Sweep = 9.38438438[kHz]
b X_Sweep_Clipped = 7.50750751[kHz]
] Irr Domain = Proton
] Irr Freq = 500.15991521 [MHz]
B Irr Offset = 5.0[ppm]
_ Tri_Domain = Proton
1 Tri_Freq = 500.15991521 [MHz]
] Tri_Offset = 5.0[ppm]
] Clipped = FALSE
B Scans =8
] Jw j Total_Scans =8
B Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 28
9.0 7.0 6.0 5.0 3.0 2.0 1.0 0 Temp_Get = 14.6[dcC]
X_90_Width = 13.7[us]
— X_Angle = 45[deg]
SARAPXOUNXV TN =N AANRXNODO =T VONNDRORXAN—N —=FTANNNVNONOXRT XN NWNOX I X Atn = 4[dB]
TA =00 ITN OO0~ —=O0O0XA—=ORNOFTNANOXTNNNOXOTANOONN I TTANN— G =
oYYV NN NINNTIETITTAAN—T——— R Yo nnanAdAdAddNANA—— S X Pulse = 6.85[us]
e~V N N e~~~ — — — — O Trr Mode = Off
X : parts per Million : Proton Tri Mode = off
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3.0

2.0

1.0

0

abundance

)
VL JEOL
3
AN
o Ph O Ph Nk 9 9
3d (1 equiv) 3a (1 equiv) Y \n/\N P~ "N -——- PROCESSING PARAMETERS ----
MeO - H + H dc_balance( 0, FALSE )
- Ph O sexp( 0.2[Hz], 0.0[s] )
Ph,P toluene / H,O (10 /1) Ozl\Ph O=||°\Ph trapezoid( 0[%], O[%], 80[%], 100[%] )
4d 4a zerofill( 1 )
2a rt Ph Ph £ft( 1, TRUE, TRUE )
machinephase
ppm
Filename = KM1-134-1 proton-1-3.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM1-134-1
Solvent = CHLOROFORM-D
Actual_Start Time = 15-NOV-2019 21:02:45
Revision_Time = 10-JAN-2020 20:20:06
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
©° =) =) =) g X Sweep Clipped = 7.50750751 [kHz]
a S PR P < " by <&@ w 5 Irr Domain = Proton
0 - o [ <@ — — af = - o Irr Freq = 500.15991521 [MHz]
- FOe A = - e —\° Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Total_Scans =38
U IV Y
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 34
9.0 8.0 7.0 6.0 5.0 Temp_Get = 15.7[dC]
I X _90_Width = 13.7[us]
%ﬂﬂ X_Acq_Time = 1.74587904[s]
= X_Angle = 45[deg]
o~ =LV ASNOADRN A — ANV = — X Atn = 4[dB]
[ o~ uLVLUVST T OO0 T TOARND OO 0 N —
o oy n v Y ST AR N N X_Pulse = 6.85[us]
o~ L O L o S ol S L N S O L N S T o ~ ~ Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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g ] g £ E E
= i el N O o o~
] [oN S [s¢e) o <| o 'g) A <t <t
g ] 0 = i |2 —=| — Q= —= S
£ ] - - - s A 1, O B - JEOL
N ] M

---- PROCESSING PARAMETERS ----
—— = dc_balance( 0, FALSE )
DO T~ O ATNOANRANNASE —~ANTRAOSTNDNODRNROTLT =N ANRNN =0 =1 —00—1nwn D sexp( 0.2[Hz], 0.0[s] )
AT O VNS~ O S AR R O VNI TNAOITEOONXIREOTNNAN—ORNNXOVONOANOSDAEN— 0 A — I ;
O IITEEIEIIIIETT oo NNNA—~ —~ 000 0adqn DO o o trapezoid( 0[%], 0[%], 80[%], 100[%] )
O T e N e N o L e o o e N L S o o N N N N o e N S N N T N S N o =R R e N B B o I S S B R R R P Y 2 R N G )
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= machinephase
3 1 S = = = ppm
=} ] 2N < < N
=] 1 9\l 9\l N
CHN 1@ A
T T \\‘ T T T T T T T T ‘\\ T T T T T \\‘ T T T T T T T T T ‘\\ T T T T T T \‘\ T T T T T T T T ‘\\ T T T T T T \‘\ T T T T T T \\‘ T T T T T T T T
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0
///\\\ /\/\ /‘\ /‘\ /\\\ Filename = KM1-134-1_proton-1-3.jdf
Ph N3 Author = delta
A8 =228% LY RETX anasse Experiment = proton.jxp
MmN — 3a Ao o QAR RN Sample_Id = KM1-134-1
. L e L N N AN AN AN = = = = Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual Start_Time = 15-NOV-2019 21:02:45
- Revision_Time = 10-JAN-2020 20:47:20
s «
E ] 2 N o~ o Comment = single_pulse
2 ] 2 3 2 Data_Format = 1D COMPLEX
R I j ﬁ Dim_Size = 13107
L O L B B R B B B R B B B R A ' G 0 Y= | T-X: B = Proton
90 8.0 Ph 300 2.0 Dim Title = Proton
Dim_Units = [ppm]
Dimensions =X
N3 Site = JNM-ECX500
zegnognogganaessesagsay Ph” N Spectrometer = DELTAZ_NMR
Mm@ annaaddddddANN S |
R e L e e e N 2 H 3d Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
- - X_Domain = 1H
_g = 0 X Freq = 500.15991521 [MHz]
= ] g = 2 X Offset = 5.0[ppm]
B 1 /\/\ ~ ~ — X_Points = 16384
< 7 Ph N AN X Prescans =1
T T T T T T T T ‘\ T T T T T T T \‘ T T T T T T T T T T T ‘\ T T T T T 7T T x_Resolution = 0_57277737[Hz]
6.0 5.0 4 0 )\) 3.0 X_Sweep = 9.38438438[kHz]
4a o= P Ph ‘ X_Sweep_Clipped = 7.50750751[kHz]
/&x& / k\“\ Irr Domain = Proton
= — Irr Freq = 500.15991521 [MHz]
AN VO A~ 0NNV NMNORVRVNNANMNEANATTOTNATTAOEO —~AOT —~AON AN — O N O W Irr Offset = 5.0[ppm]
SOV MTTO N AN ITOAANNDODONTOAONEEEEONTOOTANINTONTTAQ =N NHRNRD NG TT— -
SARLYL LV VLYYV LY YNNI NN NNIETILITLITTONOONAANNN——— =SNG QRN NN OO O\ g Tri Domain = Proton
O e e o e N L e e o e e o e N T e e o e T e e e T e N O R S I e S I S R o I S R I I T T T = 500.15991521 [MHz]
X : parts per Million : Proton Tri Offset = 5.0[ppm]
= S Clipped = FALSE
| 1 o AP —_ o H Scans =38
= <4 ) o< < < Ph N Total Scans =8
ERuE _c a— M— I \n/\N I AN -
N T T 1 T ‘AL\\ T T T T T ‘\ T T T T T T T ‘\ T T T T T T T T ‘\ T T T T T T T T ‘\ T T T T T T \‘ T T T J\ T 1 T ‘\ \\F}h\\ C} \i‘\ T T T \A - ;:iziaé:z:_Delay = gis
2.(53—F’\ Temp_Get = 15.7[dC]
4d I},hph X 90 Width = 13.7[us]
X_Acq_Time = 1.74587904[s]
= = X_Angle = 45[deg]
T OV ARX—~NMNOAOTFT O VO AN ON—~ OO FTAOOT O TAONNO —~OND> NNV | X Atn = 4[dB]
SN ORI "N AR OV NTAN DA XEONTITITONAANDNNTIENEEODNNNTAANAN——ARN—~O Q1 O © —
XV VvV VN NN NN I ITILIITNommmaodAdAATNANANAN— ——— QMo og | X Pulse = 6.85[us]
=T N O e e e e S o e A T N S N o o o e L N S N e T S e L S o e o e e T L S o e o e N A e Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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1.0 1.1 12 13 14 15 1.6

0.9

02 03 04 05 06 07 038

0.1

-

abundance

H

N
Ph™ Y N5

g/A\ Ph’/\\//N\N3
3e (1 3a (1 equiv)

toluene / H,O (10 /1)
rt

R =
A it ~

JL

H
Ph/N\n/\N
’ o e} H

4e

$530m

(JEDLQ

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%],
zerofill( 1 )

££ft( 1, TRUE, TRUE )

0[%], 80[%], 100[%] )

1.77
53.68m
1.76
63.02m
53.83m

O
MeO
PhoP
R
ak=]
Ji§
10.0 9.0

8."0|/ )\\7.0

===

4.
Il

7.441
7.436
7.427
7.421
7411

5.950
4.023
4.010
3.294
3.280
3.267
2.716
2.701
2.685
2.349
1.940
1.926
1.911
1.900
1.896
0.000

Actual_Start Time

12-SEP-2019 17:08:56

machinephase

ppm

Filename = KM1-73-1_proton-1-3.jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM1-73-1

Solvent = CHLOROFORM-D

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration
X_Domain

X _Freq

X Offset
X_Points
X_Prescans
X_Resolution
X Sweep
X_Sweep_Clipped
Irr Domain
Irr_Freq

Irr_ Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

X _90_Width
X_Acq_Time
X_Angle

X_Atn

X_Pulse

Irr_Mode
Tri_Mode

7-JAN-2020 19:59:20

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

11.7473579[T] (500[MHz])
1.74587904([s]

1H

500.15991521 [MHz]
5.0 [ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

30

21.3[dC]
13.7[us]
1.74587904([s]
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] ---- PROCESSING PARAMETERS ----
2 - £ & & &| dc_balance( 0, FALSE )
< O LD Ny o o 2 = | sexp( 0.2[Hz], 0.0[s] )
E it JI RN < L% & trapezoid( 0[%1, 0[#], 80[#], 100[%] )
zerofill( 1 )
= ML A ) l s | £££( 1, TRUE, TRUE )
T T T T T T T T T ‘ T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T machlnephase
8.0 5.0 4.0 3.0 2.0 ppm
\ [ Fdd HE i N \ yk il
<+ O N N VNN OO0 AT NOANOANTONOTONO —11nO 0 — O\
nenonaAa— N — — O ANV T YO N A~V VA=A —~0OXTFTTA— DN
[ S oSl S SN TAANANANANAANR ——— = =00 COANANANEOMA G R K
[ O L T S SN o N S L S o L L N S N S S N L L2 TR R S S B Lo o I N B S I N I R
X parts per Million : Proton Filename = KM1-73-1_proton-1-3.jdf
Author = delta
] Experiment = proton.jxp
1 Sample Id = KM1-73-1
3 Solvent = CHLOROFORM-D
i Actual_Start Time = 12-SEP-2019 17:08:56
o /\/\ Revision_Time = 7-JAN-2020 20:07:12
@ ] Ph N3 Comment = single_pulse
O A Data_Format = 1D COMPLEX
Y Dim_Size = 13107
g ] § 3a | X_ngain = Proton
-g S ~ 8 = 8 Dim Title = Proton
S — A ~ ~ ~ Dim Units = [ppm]
B B J — ‘L Dimensions =X
N T T T T T T T T T T T T T T T T T T Jk Slte = JNM_ECXSOO
‘ ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T sPectrometer = DELTAZ m
8.0 7.0 6.0 5.0 4.0 3.0 2.0 -
Field Strength = 11.7473579[T] (500[MHz])
A NN
X Domain = 1H
Q XITR TS 3 dx Freq = 500.15991521 [MHz]
N e AR XR VY X offset = 5.0[ppm]
. i @ aaa — ~ ™ 7 ™ 7| X_points = 16384
: parts per Million : X Prescans -1
E X_Resolution = 0.57277737[Hz]
3 X_Sweep = 9.38438438[kHz]
A 3 X_Sweep_Clipped = 7.50750751[kHz]
S 3 Irr Domain = Proton
I\E /\/\ Irr_Freq = 500.15991521 [MHz]
= bl Ph N Irr Offset = 5.0[ppm]
= 0 o T LA i e H ~ o «| Tri_Domain = Proton
ME =N S PR T oo S S < | Tri_Freq = 500.15991521 [MHz]
o < 3 o — 4l N g =] O=P [S —| Tri_offset = 5.0[ppm]
S en ] 4a = Clipped = FALSE
_g o3 Ph Scans =8
= = Total_Scans =38
5 3
":% S e Relaxation_Delay = 5[s]
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T Recvr Galn = 30
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Temp_Get = 21.3[dc]
| | X_90_Width = 13.7[us]
/%\ X_Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
2E8 QT g xA = 4[ds]
S © O © \© g X Pulse = 6.85[us]
— — — — — T Irr Mode = Off
Tri_Mode = Off
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o
— 3
S
— 7
— ---- PROCESSING PARAMETERS ----
< 7 dc_balance( 0, FALSE )
-3 sexp( 0.2[Hz], 0.0[s] )
E trapezoid( O0[%], O[%], 80[%], 100[%] )
o0 3 zerofill( 1 )
S £ft( 1, TRUE, TRUE )
E machinephase
N E & E g ppm
= 0 o o~ =
S ~ = N = S
= [Te) o o~ < —
| _n _ N e 1 n
< 4
O 3
5] |
g E
_g N—f Filename = KM1-73-2_proton-1-3.3jdf
= S 3 Author = delta
= E Experiment = proton.jxp
g o4 ! l : " Sample Id = KM1-73-2
T T T T I 7 Solvent = CHLOROFORM-D
8.0 7.0 6.0 5.0 4.0 Actual_Start Time = 13-SEP-2019 15:07:48
Revision_Time = 7-JAN-2020 20:18:24
////) \ K\‘\ ////N\ ‘ ‘ Comment = single pulse
T NN X—cn D> D — T Ao T AN T OM n o Data Format = 1D COMPLEX
VN~ O WV OO < TN NP0 T AANN D0~ O o -
nnonnnn o~ —~—— — = RO =] Dim_Size = 13107
Lo ol e e e e L RN Vo Vo R Vo Vo R Vo R Vo B VR Vo R Vo N Vo <t < X Domain = Proton
X : parts per Million : Proton Dim Title = Proton
B Dim_Units = [ppm]
B Dimensions =X
1 Site = JNM-ECX500
o ] Spectrometer = DELTA2_ NMR
< 1 Field Strength = 11.7473579[T] (500[MHz])
] X_Acq_Duration = 1.74587904([s]
] X_Domain = 1H
] X_Freq = 500.15991521 [MHz]
= X Offset = 5.0[ppm]
N A X_Points = 16384
1 O X _Prescans =1
B X _Resolution = 0.57277737[Hz]
] X_Sweep = 9.38438438[kHz]
o 1 N3 X_Sweep_Clipped = 7.50750751 [kHz]
~ N Irr Domain = Proton
] Irr Freq = 500.15991521 [MHz]
] | Irr_ Offset = 5.0[ppm]
] H 3e Tri_Domain = Proton
o] Tri_Freq = 500.15991521 [MHz]
8 = Tri_Offset = 5.0[ppm]
= 1 = “ b < = Clipped = FALSE
_:g ] 0 R =) =] Scans =8
b ] - — r < - Total Scans =8
B ]
<S o Relaxation_Delay = 5[s]
T T T I T Recvr_Gain = 44
8.0 7.0 6.0 5.0 4.0 Temp_Get = 20.8[dC]
X _90_Width = 13.7[us]
‘ ////\ \\L\ X_Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
T asREgYsEcenY g X Atn = 41
YN e = X_Pulse = 6.85[us]
Lo e o O e S o e e L S <t Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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2.0

1.0

abundance

0

0.94

(JEDLQ

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%],
zerofill( 1 )

££ft( 1, TRUE, TRUE )

0[%], 80[%], 100[%] )

2.00

i 9, %

992
979

X

X : parts per Million : Proton

4.096
4.013
4.009
3.998
2.029
1.998

4.111

2.0

1.0

1.01

abundance

0

0.98
2.00
U.03%

7.586
7.571
7.569
7.527
7.524
7.512
7.509
7.498
7.494
7.443
7.437
7.428
7.422
7413
7.407
7.398
7.396
7.381
7.378
7.376

Actual_Start Time

13-SEP-2019 15:14:00

machinephase

ppm

Filename = KM1-73-3_proton-1-3.3jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM1-73-3

Solvent = CHLOROFORM-D

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration
X_Domain

X _Freq

X Offset
X_Points
X_Prescans
X_Resolution
X Sweep
X_Sweep_Clipped
Irr Domain
Irr_Freq

Irr_ Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

X _90_Width
X_Acq_Time
X_Angle

X_Atn

X_Pulse

Irr_Mode
Tri_Mode

7-JAN-2020 20:26:19

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

11.7473579[T] (500[MHz])
1.74587904([s]

1H

500.15991521 [MHz]
5.0 [ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

30

20.8[dC]
13.7[us]
1.74587904([s]



Hiroki
スタンプ
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abundance

MeO =

Ph,P

2a

I;| Me
Bn/N N3
0 P "N,
3f (1 equiv) 3a (1 equiv)

toluene / H,O (10 /1)
rt

m*u
(0] o=

Me O

=\
Ph 4a

(JEDLQ

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )

zerofill( 1 )
£fft( 1, TRUE, TRUE )

7.567
€ 7.563
27.553

7,548

—_

*7.826
= 7.812
&
= 7.596
©'7.535
- 7.532
“8"7.528
5 7.520
57512
7510
7.500

=]
ot

7471

5.0 4.0

7.408
7.399
7.393

7219
7.212
7.209
7.198
7.185

2.0 1.0
L \\Hk\
—
— N AWV Al n O >
[l Q= NI anlN =T S S o B O B i)}
e R I I e R B B
IR R AR A R N

2.682
1.906
1.891
1.549
1.331
1.316

Actual_Start Time

28-AUG-2019 19:08:17

machinephase

ppm

Filename = KM1-57-1_proton-1-3.jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM1-57-1

Solvent = CHLOROFORM-D

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration
X_Domain

X _Freq

X Offset
X_Points
X_Prescans
X_Resolution
X Sweep
X_Sweep_Clipped
Irr Domain
Irr_Freq

Irr_ Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

X _90_Width
X_Acq_Time
X_Angle

X_Atn

X_Pulse

Irr_Mode
Tri_Mode

8-JAN-2020 10:44:28

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

11.7473579[T] (500[MHz])
1.74587904([s]

1H

500.15991521 [MHz]
5.0 [ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

26

20.6[dC]
13.7[us]
1.74587904([s]
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< B
o =
=} 3 ) Rl oy © a o
= — 3 — S «a N x \n N
LT S CE EE Ik JEOL
< T3 i
s e s s sy B s B
3.0 2.0
\ I L0 o \ [ [ ey I
— ---- PROCESSING PARAMETERS ----
= dc_balance( 0, FALSE )
LANOVEMNMONAXONODN TNV —=NONTOANNTENNONERAARNLY —N QRSN AN0NO T A0 — N — g sexp( 0.2[Hz], 0.0[s] )
A=A VOV NFTNN AN~ AT O INTITTN SN ETRXETOON—~-—ORNROENAXEIOCTNOAS NS N T 0 o ;
LRNNINNNINNINNNNAIIIILIILLITINM N ONANAAANNR == =AM QMM O SR®RN @ e trapezoid( 0[%], 0[%], 80[%], 100[%] )
O N T e N o N o L S o e S e L o o N L N o T e T S N o N N N S AR R e ol o I S R R R I R P Y 2 R B N G )
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
E — machinephase
S 5% g g S pem
EO_E N N N o]
ChaE 1
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T
8.0 7.0 6.0 5.0 4.0 3.0 2.0
///\\\ Ph/\/\N /‘\ /\\ //\\\\ Filename = KM1-57-1_proton-1-3.jdf
3 Author = delta
N> NO —©ar v A % <+ © — >N o Experiment = proton.jxp
ae388582 3a 238 8RS8 R R Sample Id = RM1-57-1
. [ S S S ST o N en en (o I\ o] — Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 28-AUG-2019 19:08:17
- - Revision_Time = 8-JAN-2020 10:58:05
< E
E = o g 8 g Q Comment = single_pulse
224 “ S il s N Data_Format = 1D COMPLEX
< 3 ~ . Dim Size = 13107
T L BB B B B B L L L I A T T T T T T T T T T LI e X Domain = Proton
8.0 7.0 6.0 5.0 4.0 3.0 2.0 DIm_Title = Proton
Bn\ N3 Dim Units = [ppml]
) Site = JNM-ECX500
O 0~ — =
% 51; % S; o« g g [03 % 51; H Me t‘v\l1 3 3 % 2 g Q S [03 Spectrometer DELTA2_ NMR
R R R RS == S QS un
U [l e D R A A N N —_ Field Strength = 11.7473579[T] (500[MHz])
X : parts per Million : Proton 3f X Acq Duration = 1.74587904[s]
== X_Domain = 1H
_g ‘_;{ X Freq = 500.15991521 [MHz]
= B X Offset = 5.0[ppm]
B ] X_Points = 16384
< 7 X_Prescans =1
T X_Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
/ Irr Domain = Proton
= Irr Freq = 500.15991521 [MHz]
AN VO -~ 0NNV NODXVRXNNANNERAANTOTNATTAORNOD —~DNOT —~A O A =D 0N O v Irr Offset = 5.0[ppm]
SOOI TO AN AN~ ITAOANNDODONTOAECEEEONTOOTANINTODSTITAN =0T N R DG - -
SARLYL LV VLYYV LY YNNI NN NNIETILITLITTONOONAANNN——— =SNG QRN NN OO O\ g Tri Domain = Proton
e O T e e e e e e e O e L e e o e T e e e e e o e T N e S I S I B O I S I B I R TRt I X A - Y = 500.15991521 [MHz]
X : parts per Million : Proton Tri Offset = 5.0[ppm]
5 Clipped = FALSE
—‘é‘ S 3 H e O Scans =8
g — 3 g g 2 8 % /N 8 Total_Scans =8
o 3 - - Bn N N
< 3 i N — i [N} I Relaxation Delay = 5[s]
AL U y\ T Tt T Recvr Gain_ - 26
3-00=P\ 2.0 Temp_aet = 20.6[dC]
| 4f |l~‘h I \ X_90_Width = 13.7[us]
=i T — X_Acq_Time = 1.74587904[s]
X Angle = 45[deg]
S TN AN ATOE T NANEANONAOE T~ 0O FTNAANTANORANNINO =~ NTNOTOTNOTOOS T — 0oy =
NN AS O A=A ONTAOAAN "R ETOONTACOSOAXIEERNNA—~ORXOONUNAANDANES O T —on < o \ow] X Atn = 4[dB]
SRXRXXXOL YNNI NN NI AN ANANNNSSo I nnmnnnno™mandd vy pige = 6.85[us]
I S S N S S S S o e S S o S N S T S S S A e e S S S S S S o e e O S I S N R RS S R S S R I B :
c1q- Irr_Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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1.9 2.0

abundance

.1 12 13 14 15 16 1.7 1.8

1.0

02 03 04 05 06 0.7 08 09

0.1

0

O
| L N 0 0
0 H h N; 5
i n~< N ---- PROCESSING PARAMETERS ----
MeO 3g (1 equiv) 3a (1 equiv N H N Ph H ae patemeet 0 earsn )
> H sexp( 0.2[Hz], 0.0[s] )
Ph,P toluene / H,0 (10 /1) (0] lID\Ph 0] IID\Ph ::z::ﬁc(ulo)[%], 0[%], 80[%], 100[%] )
49 4a
2a rt Ph Ph £ft( 1, TRUE, TRUE )
machinephase
ppm
Filename = KM1-117-1 proton-1-3.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM1-117-1
Solvent = CHLOROFORM-D
Actual_Start Time = 30-OCT-2019 14:58:38
Revision_Time = 10-JAN-2020 09:32:26
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
| X_Freq = 500.15991521 [MHz]
0 — < Al S « o © o o oW o n <t X _Offset = 5.0[ppm]
N = ") b s N S =N ooy O S\ o — S © X Points = 16384
_o o B =-_oc B D oS o2l e =S X Prescans =1
x:Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Jk AJ MDJ Total_Scans =38
U U A
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 17.8[dC]
(R Il X_90_width = 13.71us]
M\Q%‘““\MNW\E\\ Chncra 2 i5rdeg L
X_Angle = 45[deg]
A NXNON—O0DO0RDANNODTOANDS—O O O G X Atn = 4[dB]
N ANORNXUN O RN OO0 NN =000 NG -
——=—==3S 9T NI AN 00T ST TR o J X Pulse = 6.85[us]
N~ On NN AAANNNNANAN—— T Irr Mode = Off
Tri_Mode = Off
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

SO AN =000 T NOAVOT N0 T I ="TFTAVATNVNON—O0OO0DXVOANDTFTOANS =S O T O S sexp( 0.2[Hz], 0.0[s] )
MO =N =0T N A~ AETONNITTNRANOENANORNXN O ARV N~ AN ;
cCeLcon LT EIETIoAANAAAN =~~~ —=QS T T AR T oo S og trapezoid( 0[%], 0[%], 80[%], 100[3%] )
L N T T o o o T o N e T e o e L T e e o N T o e T2 TR e BB T o B O I O I O I S I S I S I O I O R I BT Y-y = B 5 R O )
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= — machinephase
g pem
5o 3 S S 8
| —3 o N o o
T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0
////\‘\\\ Ph/v\N /‘\ /‘\ /\\ / Filename = KM1-117-1_proton-1-3.jdf
3 Author = delta
N AN O —~ O > [ 0 <+ © — > N > X o) Experiment = proton.jxp
aeddgda8= 3a 238 SRS K35 &% sample 1d = KM1-117-1
iyqe e L e AN — — — — — — Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual Start_Time = 30-OCT-2019 14:58:38
- - Revision_Time = 10-JAN-2020 09:40:36
< E
E o E Comment = single_pulse
2 =4 A Data_Format = 1D COMPLEX
":% 3 —_ Dim_Size = 13107
TT T T T T T T X Domain = Proton
2.0 Dim Title = Proton
Dim_Units = [ppm]
\\ \ ‘ Dimensions =X
Site = JNM-ECX500
5'; by :l"_ g Spectrometer = DELTA2_ NMR
N ‘N
AN A A —| Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
- - X_Domain = 1H
_g o 3 “ X Freq = 500.15991521 [MHz]
& — 7 <t| X_Offset = 5.0[ppm]
B E —| X_Points = 16384
< B X_Prescans =1
T T T T TT T X Resolution = 0.57277737[Hz]
2.0 X_Sweep = 9.38438438[kHz]
| X_Sweep_Clipped = 7.50750751[kHz]
| //\ Irr Domain = Proton
— D Irr Freq = 500.15991521 [MHz]
A ALV O A= 0N=NXNNODRXNNANNTAANTOTNANTTAONODO DA OFT AN O NAS—O 0N O W Irr Offset = 5.0[ppm]
SOOI TAONANAAN =L VLT AAANNDONTOAENEENONTOOTNONTNSTITAN—=ISWN TN RN XSG — :
SANLLYYLVLOOVLVLLYLYVONNNINNINNITIITITITONNNAANNN— == —O SO QG NNR(NNN WY O LYY\ \GTri Domain = Proton
o e el ol e e e e e e e L e e T L o o Bo IS B I N B B B il i i N 220 = 500.15991521 [MHz]
: M Tri_Offset = 5.0[ppm]
= = Clipped = FALSE
_g E Scans =8
= C’.; Total Scans =38
2 — 3 —
fa} 3 i
] E Relaxation_Delay = 5[s]
"7 T ] Recvr_Gain = 24
Temp_Get = 17.8[dC]
X_90_Width = 13.7[us]
X_Acq_Time = 1.74587904[s]
= X_Angle = 45[deg]
DO OANN =N —=TMNMOXNTO—=L0VXNNANNOFTAN—ANXN —~FTANANDOOWN XN — 0\ X Atn = 4[dB]
NN TF OOV NNA—~0ORXRTTNA—~—O0OO0OXETNOXNANORXEIOOTRNRODORNRXSF OA -
emmvYvYeonnmumuuuuUUMINEIEIIIEIIITNNANAN—T T 1T T oot a0 XX X_Pulse = 6.85[us]
o e e e e L e o o L e e o T e e e e L e o o e T o e e L i S T I S I eI S I S QN Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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abundance

=~ 1 H
= Ph N JEOL

] \/\ﬂ/ SN, H 0 o]

] NN
2 o] o) Ph N3 o !

] . . AN

] MeO 3h (1 equiv) 3a (1 equiv) \/\n/ ~N Ph N ---- PROCESSING PARAMETERS ----

B » o) H + H dc_balance( 0, FALSE )

i - - sexp( 0.2[Hz], 0.0[s] )

] Ph,P toluene / H,O (10(/ 1) O-I?\ph O-I?\ph trapezoid( O[%], O[%], 80[%], 100[%] )
<« | 2a rt 4h Ph 4a Ph zerofill( 1 )

—_ £ft( 1, TRUE, TRUE )

B machinephase
en 1 ppm
—]

A
-] =) E g £ ==

] v ™ Es = Q ust

: 5 gy |8 2|g = GI0MT egYn 25 g & . _ :
— S 70-/;,/—/ R Sl 7% 79-:7!\ RO IPRR Pyl 7;_110- 7& Filename = KM2-7-1_proton-1-4.3jdf
— ] Author = delta

i Experiment = proton.jxp

1 Sample Id = KM2-7-1
< Solvent = CHLOROFORM-D
— ] Actual_Start Time = 10-DEC-2019 18:37:16

i Revision_Time = 27-JAN-2020 19:14:59
o ]

S Comment = single_pulse

] Data_Format = 1D COMPLEX
0 Dim_Size = 13107
=3 X_Domain = Proton

4 Dim_Title = Proton

] Dim_Units = [ppm]
=1 Dimensions =X
© Site = JNM-ECX500

4 Spectrometer = DELTA2_ NMR
© 1
<} Field_Strength = 11.7473579[T] (500[MHz])

] X_Acq_Duration = 1.74587904([s]

v 1 X_Domain = 1lH
=3 X_Freq = 500.15991521 [MHz]

4 X Offset = 5.0[ppm]

] X_Points = 16384
<] X_Prescans =1
< ] X _Resolution = 0.57277737[Hz]

4 X_Sweep = 9.38438438[kHz]
en X_Sweep_Clipped = 7.50750751[kHz]
S Irr Domain = Proton

] Irr Freq = 500.15991521 [MHz]
I Irr Offset = 5.0[ppm]
=3 Tri_Domain = Proton

4 Tri_Freq = 500.15991521 [MHz]

] Tri_Offset = 5.0[ppm]

—] Clipped = FALSE
e ] Scans =8
B L U Total_Scans =38
e B u ! Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15.4[dC]
I Il Mm \ ‘\ [ \ X _20_width = 13.7lus]
X Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
NNV ARN—ANROTFT —FTAANO =WV~ — OO —~ N DRNOARNTTNAON —~1NO —\O—0OWn < XXX Atn = 4[dB]
T T O N AN~ OO0 AN OV N — 0 ®© VANV NNXOENITONANARNDO =NV OWLNT —ON0G —
eeevwvweovonmnnunmnE I I T T ANNNANAN = — e AN~~~ = QN0 0N NING QX J X Pulse = 6.85[us]
[ O T o e o e e T e e L S o L L S o S N NN ennnnnnonaaaAdANAdANNNNNN—~— —Jd Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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80[%],
.0[ppm]
.0[ppm]

FALSE
[s]

2-7-1
roton

CHLOROFORM-D
00.15991521 [MHz]

ingle pulse

D COMPLEX

13107

roton
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0
7
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[ppm]
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1
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s
1

P55P55 © oo AN
LI | 1 T B 1 | wmwnn
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= 9.38438438[kHz]

o[%],

FALSE )
0.0[s] )
TRUE )

’

sexp( 0.2[Hz],

’

Revision Time

100[%] )
7-1_proton-1-4.3jdf

---- PROCESSING PARAMETERS ----

TRUE

Solvent
X_Domain
Dim:Units
Dimensions
Site
q:buration
X Domain
Irr Domain
Irr_Freq
Irr Offset
Temp_aet
X _90_Width
q_Time
gle
X Atn

Tri Domain

Tri:Freq
Tri_Offset
Clipped
Scans

Dim Title
X_Freq

X _Offset

X_Points

X Prescans

X_Resolution

X_Sweep

X:Sweep Clipped
X _Ac

X_An

X Pulse

Irr Mode

trapezoid( 0[%],
zerofill( 1 )
Actual Start Time
Field Strength
Relaxation Delay

f£fft( 1,
machinephase

dc balance( 0
ppm
Filename
Author
Experiment
Sample Id
Comment
Data_Format
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Spectrometer
X Ac
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Recvr_Gain
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0

abundance

o JEOL : ;
N
Bn” \H/\N?’ H o) 0
/\/\
(0] o) Ph N3 |
. ) ) N PO ---- PROCESSING PARAMETERS ----
3i (1 equiv) 3a (1 equiv) Bn” \n/\N Ph N dc_balance( 0, FALSE )
MeO > o H + H sexp( 0.2[Hz], 0.0[s] )
—_ - trapezoid( 0[%], O[%], 80[%], 100[%] )
Ph,P toluene / H,O (10 /1) o 0=, O=Rpn, ecofill( 1)
2a rt 4i Ph 4a Ph ££t( 1, TRUE, TRUE )
machinephase
ppm
Filename = KM1-68-1_proton-1-3.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM1-68-1
Solvent = CHLOROFORM-D
Actual_Start Time = 6-SEP-2019 23:27:44
Revision_Time = 8-JAN-2020 11:39:37
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1H
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
g X_Sweep = 9.38438438[kHz]
- 0 oc?c § o N TS | o olla—| © © © X_Sweep_Clipped = 7.50750751[kHz]
— &~ = ~ = - NN (A — = N flNen| v N o Irr Domain = Proton
<o - N N e man ] Sf— o= — - Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
L‘—J Scans =8
Total Scans =38
Relaxation_Delay = 5[s]
L L e L B B ) L Recvr Gain = 24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.2[dC]
\ 1] W\ Ll \ \ X _20_width = 13.7lus]
— X Acq_Time = 1.74587904[s]
= = X_Angle = 45[deg]
X T AT =N X OTFT =0V OO LOL—VONNE—=OVONOVLADOANN—0NFTANDO —~NO VXN XMNS—\O — O X Atn = 4[dB]
N~ O XXV ANTNANAORNOAETONNAN OO ENNAAN—RNRXON—RNNOOOEETTO0ONOoORNST — O G =
ERREYONEITILIINaaqaqaanaaadagdadddg T —=—=——=3a8 035N T AAR Q0O o & 0 J X Pulse = 6.85[us]
oSS NN SN TN nannnn AN~ — — 3 Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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[=)
<
"g B ~ = oz n ~lwv |wv | o llav —| © © o
= 4 — < — ] N | - el RNt B e N
I i\ G0l b el Ol T 1 i JEOL
< " L m
— T T T T [ LR e L S E e B B S B B B B B B
8.0 7.0 6.0 5.0 4.0 3.0 2.0
\ [ \ \ I I [ \
---- PROCESSING PARAMETERS ----
= dc_balance( 0, FALSE )
N — <t O — TV VOV —=VOANNIE—=TVVNOWVLADOANM—=VNTRNNDO —NO VWXV XM — O — g sexp( 0.2[Hz], 0.0[s] )
DN~ —~O®waWn I SARAXRXEZONAOAAN—"DORXEEENNAAN TN OAN—~RNNOROOEEE OO — O K :
NN T naadAddAdNNNN—————=Ox0ARE T AANE O Y05 g trapezoid( 0[%], 0[%], 80[%], 100[%] )
L N T T T o o o L SN NN NN NN NN NN YT nnnnn AN~~~ zerofill( 1 )
X : parts per Million : Proto ££t( 1, TRUE, TRUE )
= = machinephase
S - ppm
§O.j < = = =3
Q — 3 R < < <
< E| S N N S l
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T
8.0 7.0 6.0 5.0 4.0 3.0 2.0
///\\\ /\/\ /‘\ /\\ //\\\\ Filename = KM1-68-1_proton-1-3.3jdf
Ph N3 Author = delta
SO — oA =N I © © — > ~ i = i
A58 -28% 2R IR RN Experiment proton.jxp
MmN NN — AR 5o YR Sample_Id = KM1-68-1
DR S SN S S S S S 3a chenen SRS RS —— == Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 6-SEP-2019 23:27:44
- — Revision Time = 8-JAN-2020 11:43:19
5 <7 -
E mé “’Q g g 8 Comment = single_pulse
B S 3 5 — —_ — N Data_Format = 1D COMPLEX
< — 3 Dim Size = 13107
T T T L X Domain = Proton
4.0 3.0 2.0 Dim Title = Proton
Dim Units = [ppm]
‘ Dimensions =X
Site = JNM-ECX500
\lg Spectrometer = DELTA2_ NMR
[
@ Field Strength = 11.7473579[T] (500[MHz])
la) X_Acq_Duration = 1.74587904([s]
- - X_Domain = 1H
< E X Freq = 500.15991521 [MHz]
o O 3 !
= =4 Ph/\/\N A ~ o I’ X_Offset = 5.0[ppm]
2 E < 2 - X_Points = 16384
< E H L X_Prescans =1
T \_\ MW\ T ‘ T T T T T T T T T ‘ T T T T T T T T T x_ReSOlution = 0_57277737[Hz]
- Pl 3.0 2.0 X_Sweep = 9.38438438[kHz]
| Ph [ X_Sweep_Clipped = 7.50750751[kHz]
Ph /N\ /\w\ Irr Domain = Proton
= Irr Freq = 500.15991521 [MHz]
AN VO~ A~ 0NN NONMNORRONNANNENANTOTONATTAONOD AN OTFT —~ AN O A —~O 0N O Irr Offset = 5.0[ppm]
SIS TON AN~ T OAANANDONTONEEETO0ONTROROTANINDTDSTTAN TN R — :
SARLYL LV VLYYV LY YNNI NN NNIETILITLITTONOONAANNN——— =SNG QRN NN OO O\ g Tri Domain = Proton
T e T o e e e e e L e e e e o o e e T e e T e e o e L e O o I o I O I I S I S I O R R T B B 2 ) 20N = 500.15991521 [MHz]
: M : Proton on A Tri_Offset = 5.0[ppm]
= - T“ A4 Clipped = FALSE
S 3 =
o = — — o o Scans =8
g — E : : : : : Bn/N > Total_Scans =8
e} E|
< Bl Relaxation Delay = 5[s]
Recvr_Gain = 24
Temp_Get = 21.2[dC]
X_90_Width = 13.7[us]
X_Acq_Time = 1.74587904[s]
WO~ OO O OANRNANINO Tt —00O O — 00T~ 100N SN O 0000 O 00U oW en — I~ 00 1 OO X_Angle = 45[deq]
AT RN OO N O N OO0V INTTNN —ODODANRXXOETTONAAN—RNOSIONN——O — > X Atn = 4[dB]
e e I R AR R R e e R R B e R R R R Ea R R B D e s Bl X Pulse = 6.85[us]
o e I S e N T e S S e S o N o o e e N S o N O T o S S N L T N T S T T o SN S S S T T S o SN S SN D S e M 3e ) — .
c1qs Irr_Mode = Off
X : parts per Million : Proton Tri Mode = off



Hiroki
スタンプ

Hiroki
スタンプ

Hiroki
スタンプ

Hiroki
スタンプ


abundance

] BnO
2 \ﬂ/\N' o) o)
L 1 AN
~ O (o) Ph N3 o
] L 3j (1 equiv) 3a (1 equiv) \n/\N Ph N
MeO g - H + H
B d | > 0) o=p O=p c—i——k—) iROCES(S;NG PARAME)TERS —-—
4 \§ = = c balance , FALSE
Ph,P toluene / H,O (10 /1) 4i I\Ph 4a |\Ph mm( 0 2Hz], 00081 )
7 23 rt ] Ph Ph trapezoid( 0[%], 0[%], 80[%], 100[%] )
g zerofill( 1 )
| £ft( 1, TRUE, TRUE )
machinephase
] ppm
o |
on
1 Filename = KM1-66-1_proton-1-3.jdf
4 Author = delta
Experiment = proton.jxp
1 Sample Id = KM1-66-1
B Solvent = CHLOROFORM-D
i Actual_Start Time = 6-SEP-2019 23:14:55
Revision_Time = 8-JAN-2020 12:18:15
i Comment = single_pulse
) Data_Format = 1D COMPLEX
SH Dim Size = 13107
q X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1H
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
2 A ol S Tri Offset = 5.0[ppm]
N D— S = Clipped = FALSE
Scans =8
L__‘)JL—J JUL\ JL U Total_Scans =38
T
Relaxation Delay = 5[s]
T T T T T T T T [ T T T T T T T T T [ T T T T T T T T T T T T T T T T T T [ TT T T T T [ T T T T T T T T T [ T T T T T T T T T [ T T T T T T T T T | Recvr Gain = 26
8.0 Temp_Get = 21[dcC]
I I xXoo_wideh 137l
X_Acq_Time = 1.74587904[s]
— = X_Angle = 45[deg]
AMNMATNOXN AV AN ADOTXNAORNT - OVRXTFTNORXRANDAN NNV ADSDNANODTF —O VO 0 — X Atn = 4[dB]
OO0V N = FTAOAANANOODED OV LTTTOOLTNONN AN ANOETOV — IR0 OO — X — O og —
LYo YooY onNNINAaTITIILTITITITNmOmannANA—=———=q0d— =098t IANAN DO S X _Pulse = 6.85[us]
Lo O T e S e e T e o o o o o o e e T e e o L e e e T e T e A e T o T T B o B s B B S o B O B S B O B B B S i oo ) = Off
X : parts per Million : Proton Tri Mode = off
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= |
[a+1 3
R
e %Sigﬁ% - JEOL
S S ==l (=} (=)
S T4 *‘L“ e
3.0
---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
ol\c sexp( 0.2[Hz], 0.0[s] )
of trapezoid( O0[%], O[%], 80[%], 100[%] )
— zerofill( 1 )
£ft( 1, TRUE, TRUE )
_§ oé ;;;:\h:.nephase
o
cE
Filename = KM1-66-1_proton-1-3.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM1-66-1
Solvent = CHLOROFORM-D
Actual_Start Time = 6-SEP-2019 23:14:55
- Revision_Time = 8-JAN-2020 12:20:11
< =
‘g ] Comment = single_pulse
= 1 Data_Format = 1D COMPLEX
< 1 Dim Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
- - X_Domain = 1H
_g = X Freq = 500.15991521 [MHz]
=} ] X Offset = 5.0[ppm]
B ] X_Points = 16384
< 7 X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
@ Irr Offset = 5.0[ppm]
g Tri_Domain = Proton
— Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
= 5 0O Clipped = FALSE
< ] Scans =8
T o 3] [sa) <t ~ o o _
g = S S i~ o S N BnO Total_Scans =8
= e e o <t — N o~ N \
":% ] NJM[ | J [ Relaxation_Delay = 5[s]
T ! ‘/‘ Recvr_Gain = 26
Temp_Get = 21[dC]
X _90_Width = 13.7[us]
/ X_Acq_Time = 1.74587904[s]
E— — X_Angle = 45[deg]
MO N VNN SO0 FTLOANODNODONANON =00 —~N =N NETANT —~> O —~OWWN —~F O —Oa>n OO X Atn = 4[dB]
tToASTTIITonAOTE VYL TA—=T—=—VOLITTITTONMNOITOLVLLTAAN—~—OAULTOAANN— OO -0 —.
VXRVRZRARARLT VO YOO Y s oI IITIITLITIOO Q= —~————99 |XPulse = 6.85[us]
Lo T o e T e o e e o o o o e T e T e o o L o L S T e o o T e o T e L e o o o ) Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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84.03m
0.47

0 0102030405060708091.01.11.2131415161.71.81.92.02.1222324252.62.72.8

abundance

MeO

Ph,P
2a

15 582

3k (1 equiv)

3a (1 equiv)

(JEDLQ

toluene / H,0O (10/ 1)

rt

2.00

o

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

0.76
0.95
1.05
1.06
0.21
1.08
0.21
0.17

J

illion : Proton

7.911
7.898
7.891

Z 7.738
7.736

8.0

7.722
7.719

~
N
2
~

7.712
7.695
7.678

7.675
7.668
7.654
7.651

6.0
[

7.636
7.620
7.536
7.534

5.0

7.517
7.515
7.510

7.463
3.282
2.719
2.704
2.688
1.912
1.898
0.000

Actual_Start Time

26-AUG-2019 16:00:11

machinephase

ppm

Filename = KM1-55-1 proton-1-3.jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM1-55-1

Solvent = CHLOROFORM-D

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration
X_Domain

X _Freq

X Offset
X_Points
X_Prescans
X_Resolution
X Sweep
X_Sweep_Clipped
Irr Domain
Irr_Freq

Irr_ Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

X _90_Width
X_Acq_Time
X_Angle

X_Atn

X_Pulse

Irr_Mode
Tri_Mode

8-JAN-2020 12:57:03

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

11.7473579[T] (500[MHz])
1.74587904([s]

1H

500.15991521 [MHz]
5.0 [ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

30

20.9[dC]
13.7[us]
1.74587904([s]
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= N 3 =)
T o3 o
=] | o~ o o | v [l © — floo — © o~
5 — 3 s < = e < | < A fle < =
: 3 _l o S o o =} =} —_ o
F:% <3 M/ L A . . j‘_‘ _ A dEDL
T =T LI = L B B 7 7 = I
8.0 3.0 2.0
( I [ ] [ [ M
---- PROCESSING PARAMETERS ----
N dc_balance( 0, FALSE )
—ON OO ANANANDNNONIT = O0OOTOOANNOTNTAAT N AT~ AV AANT NSNS VNN =
RN N AN~ DAL AN~ —~O0OO0AENVOVO TN ANOOE O OWN XX — O — — N sexp( 0.2[Hz], 0.0[s] )
QXRRXEEEEFZYLYYLLYYLYLeYnN U TITILITIITIITAANA TR OAOT A0 NN X trapezoid( 0[%], 0[%], 80[%], 100[%] )
l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\l\lﬁﬁ'ﬁ‘ﬁ‘mm(\l(\l(\lv—vﬁv—zerofill(l) ’ ’ ’
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
hi h.
ok < machinephase
O g 0 ppm
& E 2 o o o
5 E p N < < <
e I I I
< — 3 J
T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T ‘ T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
8.0 7.0 6.0 5.0 4.0 3.0 2.0
////\\\ /\/\ /‘\ /‘\ ///\\ } rathor T Serey PTeteniTS.dds
Ph N3 Author = delta
IS oS — © — i = 3
A5838H=85% AN AR RIX a5 A5 & ¢ Experiment proton. jxp
MmN — 3a MER R 5o S & @) &) x | Sample_Id = KM1-55-1
. Lo o e e o o N oon AN AN AN — — — — — —| Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 26-AUG-2019 16:00:11
- — Revision_Time = 8-JAN-2020 13:20:47
S <3
E e 3 P4 P4 8 Comment = single_pulse
FECE - - ~ Data_Format = 1D COMPLEX
s — 3 )| pim_Size = 13107
T ! T T T T T X_Domain = Proton
Dim_Title = Proton
Dim Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
- - X_Domain = 1H
3 < 3 X _Freq = 500.15991521 [MHz]
S T | X_Offset = 5.0[ppm]
B 3 | X_Points = 16384
< B - X_Prescans =1
! X_Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
| X_Sweep_Clipped = 7.50750751[kHz]
/ \ Irr Domain = Proton
- Irr Freq = 500.15991521 [MHz]
AN VO -~ 0NNV NODXVRXNNANNERAANTOTNATTAORNOD —~DNOT —~A O A =D 0N O v Irr Offset = 5.0[ppm]
SOV UTTONO AN~ N ITAOAAAANDONT NI ENIONTOOT AN TAN—~=n RN D G - -
SARLYL LV VLYYV LY YNNI NN NNIETILITLITTONOONAANNN——— =SNG QRN NN OO O\ g Tri Domain = Proton
e O T e e e e e e e O e L e e o e T e e e e e o e T N e S I S I B O I S I B I R TRt I X A - Y = 500.15991521 [MHz]
X : parts per Million : Proton Tri Offset = 5.0[ppm]
= = O Clipped = FALSE
© o3 l Scans =8
g = g l:r f\." 8 Ph N O Total Scans =38
I I v - o | |
< | - H Relaxation_Delay = 5[s]
Y = Recvr_Gain = 30
Temp_Get = 20.9[dC]
X_90_Width = 13.7[us]
X_Acq_Time = 1.74587904[s]
- RS X Angle = 45[deg]
PO —~—— N OTFTHOOENRN—OVNXTNOENTAIENO—~VETFTAAARAET =0 OOSAOE =0 N AN O RN— 0NN -
AN O NXET OO INA—~DORXRXTTONA T AXENA =S OSATOMTTONOATOAN—=NRND T D X Atn = 4[dB]
NNV AQARRXRRXRRRREENEEHFELVOOOYOYOONNNNNNNNNIIIIITIIIITNNONnNONNAANAONOT S X Pulse = 6.85[us]
[ T S S e A e S S N O S S o S S S S S S S S N N S S S S A T S S S S L S S S S S S S S S S S R 2 B e T o o] Ior Mode —off
X : parts per Million : Proton Tri_Mode = Off
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2.0

1.0

Ph” N, PR TN,
31 (1 equiv) 3a (1 equiv)
toluene / H,O (10 /1)
rt
S
e\ -

1.21

0.26
0.76

(JEDLQ

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%],
zerofill( 1 )

££ft( 1, TRUE, TRUE )

0[%], 80[%], 100[%] )

0.63
0.77
0.69
983
0.69

Actual_Start Time

20-JUL-2020 10:00:19

machinephase

ppm

Filename = KM3-15-1_proton-1-3.jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM3-15-1

Solvent = CHLOROFORM-D

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration

31-JUL-2020 14:06:24

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

11.7473579[T] (500[MHz])
1.74587904([s]

abundance
?

X_Domain = 1H
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Lvl¥41‘44_¥44¥4¥4A444jL~JLgkl_#gj Total Scans =8
L
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 28
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.9[dC]
I ‘ X_90_width = 13.7[us]
L\\\\\ X_Acq_Time = 1.74587904[s]
= — — X_Angle = 45[deg]
O ANSDANXONIT-AOT —ANREO OV —=VNONOODOT O O~ FTORNOANDXOTOXXOWNANMNT NI X Atn = 4[dB]
CLOLVLVLTAANODVLOVULAOAN—AAITOTTITITOCETAETOVIETTLTNA OO TNATOEIEENONORNG -
LY VOOV oY oMM nNnNnNuNSTETELTTTTTTnnAaAdAAAAAAAAANAANANN—— ———— 33T ANY YN I X Pulse = 6.85[us]
L e e o S e T e e e e T e e S T e T o T e e e e e L e e e e e T A T A T B o B o N = s ' D (e [} = Off
X : parts per Million : Proton Tri Mode = off
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= 7
[a+1 4
o ] ~ — = — N IN-) n o~ VI
=) ] o} ! < N N| O |5 e ® \©
3 ] o _o S — oo (= (= o, o ED
s 3 N dJd L
L B B B B L e s e e B B L S B B e S B B B B B B B B
9.0 . 6.0 5.0 4.0 3.0 2.0
I ! I ---- PROCESSING PARAMETERS ----
= dc_balance( 0, FALSE )
OCTFTASDAXNTAOT ANV EO T ON =T OVNOVNOODT O 0O =~ F D> FTONONDWOTF 00O WNT Nt 0 sexp( 0.2[Hz], 0.0[s] )
VUL FTAANODOVDLVVLULNA - TTICEARAEDO N INTTNA—~—ORNOEEFTAATOEIEDS — XV O :
LoveLvooennnnnnnnEIITETIITToad AN~~~ ———0 309NN 00N g trapezoid( 0[%], 0[%], 80[%], 100[%] )
Lo e L e o o o L i o e o o o e e e T e o o S e T e o O L e o O e o e T S AT 2 B o o I S I O I I IR BTN Y 2 0 B L G )
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= machinephase
< B < Ppm
=l o0 (= (= (=
=) ] 2N < < <
B ] N (o] N
« | |
T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T ‘ T T T T T T T T ‘ T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0
///\\\ /\/\ /‘\ /‘\ //\\\ Filename = KM3-15-1_proton-1-3.jdf
Ph N3 Author = delta
A8 =228% LY RETX anasse Experiment = proton.jxp
MmN NN — 3a AR e Y Y Y Y R Sample_Id = KM3-15-1
. [ S T N N ¢ N N AN AN AN — o Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 20-JUL-2020 10:00:19
- Revision_Time = 31-JUL-2020 14:11:17
S 7 2 o
= ] < S Comment = single_pulse
B 1 N Data_Format = 1D COMPLEX
< ] Dim Size = 13107
T T T T T T T T T [T T T T T T[T T T T T[T T T T T T [T T T T T T [ T T T T T [ T T T T T T T[T T T T T T |X Domain = Proton
DIm_’.[‘itle = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
- - X_Domain = 1H
_g S 3 X Freq = 500.15991521 [MHz]
= 7 X Offset = 5.0[ppm]
2 E X_Points = 16384
] B X _Prescans =1
X_Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
—_— - Irr Freq = 500.15991521 [MHz]
A ALV O A= O0N=NXNNODRXNNANNTAANTOTNANTTAONO A OFT AN O NAS—O 0 WV O W Irr Offset = 5.0[ppm]
SOV UETTONAN— LT AOAAANDONTONEEETTVNTOOTNOLTVUSTTAN =TV ARG — :
SARLYL LV VLYYV LY YNNI NN NNIETILITLITTONOONAANNN——— =SNG QRN NN OO O\ g Tri Domain = Proton
T e T e e o e e o e o e e e e S R B I B o I I I IS IR T Bl B 5o 20 = 500.15991521 [MHz]
X : parts per Million : Proton Tri Offset = 5.0[ppm]
Clipped = FALSE
= Bl |9}
-‘é = IsQ 0 g cn — o Scans =8
S o7 =) SN 2 A2 S Total_Scans =8
5 = s ro ral -~ o Ph/\N AN
":% E Relaxation_Delay = 5[s]
"1 ]| Recvr_Gain = 28
= Temp_Get = 21.9[dC]
X_90_Width = 13.7[us]
X_Acq_Time = 1.74587904[s]
= == — X_Angle = 45[deg]
S AN RN =TI AV NN ANRODNDXNAON"FTAOTNA—=RXTNOOTORXOATANNONNOXROT AN N XX X Atn = 4[dB]
T AN A NN~ VNI LTO N AADNIET-TOVOOVONRNRRXETDDODORRNXXIETOXDEOLONN NN —ORNRE 0NN X —
eeeeeeeevvvvovwYLYnnMNNNNNNTEIIIITITINONNONNAANANANAANANANANN—OOSOS S X_Pulse = 6.85[us]
oo R T T o e o e S O T e o o T e e S e T e o o L o e N L T e o o N L N N N L e Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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H Me Phosphine oxide products fraction
I{‘ )\l Me
] Bn” \n/\N3 )\/l\
] A z
1 0 0 Me N E Q B\ Q
1 . A X l
] 3b (1 equiv) 3m (1 equiy)) Bn” \n/\N Me” TN JED
1 MeO > 5 H + H
] o=P =
=5 E Ephzl\ toluene / H,O (10/ 1) ‘ b }IDEPh am " “Ph
— \ . [add]
o ] < N N £§ 3 2a Sn N N = ————PROCESSING PARAMETERS ----
[=) i N _ o <@ AN 1l — — 4 — dc_balance( 0, FALSE )
I ] sexp( 0.2[Hz], 0.0[s] )
g ] trapezoid( O0[%], O[%], 80[%], 100[%] )
) ] zerofill( 1 )
< \ \ . . . e £ft( 1, TRUE, TRUE )
L L ‘ L ‘ T T T T T T 1T 1T ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L L L ‘ L ‘ L L .
machinephase
10.0 9.0 8.0 6.0 5.0 4.0 3.0 2.0 ppm
I 1 Il [ | T ([ H\/HHI
POANLT VNNV ANNOXVNDAANA—ININAODFTOARNN —ANOINOPNOAND DN AW 0INDN00O —DA T DY
NRE OO N XN TONAOSNDONAN—O O NSO AEERINT O~ OO P=ONANN— DD RN 0O MM Ot o
LcLeveveveoevwnnnumuU NI ILIIIONNNRANNANNANNN— O QLT —~— =S X0T NS ANA A
T S S S S N O e S e S S N e S N e N N N T N N e e S N S N S S e S S S e A S S S e e i S S S N S JRES R,
X : parts per Million : Proton Filename = KM1-98-4_proton-1-3.jdf
Author = delta
— Experiment = proton.jxp
] O Sample Id = KM1-98-4
1 H Solvent = CHLOROFORM-D
] N Actual_Start Time = 10-OCT-2019 22:46:57
] Bn/ N Revision_Time = 21-JAN-2020 20:37:18
1 o H .
S T 0 N O [} o e} Comment = single_pulse
o 1 2 = 0=P_ S N a Data_Format = 1D COMPLEX
Q ] — I Ph 1 T - Dim_Size = 13107
% ] 4b Ph X_Domain = Proton
"g ] Dim Title = Proton
2 ] Dim Units = [ppm]
—:% 4 Dimensions =X
T T T T T T T T T T T T T T T T T T T T o e e e | Site = JNM-ECX500
10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 Spectrometer = DELTAZ_NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
NN O AT 0N~ =N OO ADAVA O —~—NFTAODVOENONANODOOMINMNMOOON®O T O DO T A X Domain = 1H
SCAA -0 S RHVXVVOIFIFTN =S AAITNAA NN RXREEE T ORXRELOLON NN == RROE 0T 0O DN ¥ Freq = 500.15991521 [MHz]
AEENEoN N NN NNRIIILTILITIAMAOMRanqnAaAddAdAANANAN—=S33S93S T R % og X
I S S N N S N N N S S S S N e S S S A O A e e S SN e N T R S T O e S S e N e O e R T N N S R ST RN N i ¢ 11 = 5.0[ppm]
. 113 . X_Points = 16384
X : parts per Million : Proton X Prescans -1
] X_Resolution = 0.57277737[Hz]
] Me X_Sweep = 9.38438438[kHz]
o 1 X_Sweep_Clipped = 7.50750751[kHz]
< Irr Domain = Proton
] O Irr_Freq = 500.15991521 [MHz]
S Irr_ Offset = 5.0[ppm]
o o Tri_Domain = Proton
] Me N 3 Tri Freq = 500.15991521 [MHz]
o <> |
SEP Q Q ® H © Tri_Offset = 5.0[ppm]
g 1 = = = =p ] Clipped = FALSE
'g <S4 e NN Scans =8
5 — ] 4m Iéhph Total_Scans =8
= ]
T T T T T T T T T T T [ T T T T T T [ T T T T T T [T T T T T T T [T T [Tt Trrrrr 7| Relaxation Delay = 5[s]
Recvr_Gain = 28
10.0 9.0 8.0 5.0 4.0 3.0 2.0 Temp Get = 19.4[dC]
X_90_Width = 13.7[us]
— X _Acq Time = 1.74587904[s]
© NN T~ 0MOVNAOENDTAANXONTARNOLT AN —INAOORNMOSOT — T AN X _Angle = 45[deg]
= P EE Y OV EVOOD VLN LTMNNON N~ —OORNONN N A =DV N —~O O O — 00 X Atn = 4[dB]
< ceeeeeeceevyLYvvYvLvevYwLeLvLYLMNNNNNEEILIIILITIITAN T T 772 90d —
S R R e I T S S S e S e S e S N e S e S S N N N S SN A e N O N e o S N N S SN SNV X_Pulse = 6.85[us]
— e1q- Irr_Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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030
0.10

1.0 20 30 40 50 6.0 7.0
0.12

abundance

0

(JEDLQ

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

0.28

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%],
zerofill( 1 )

££ft( 1, TRUE, TRUE )

0[%], 80[%], 100[%] )

6.142
6.135

X : parts per Million : Proton

5060 2
5780 ——

4488 —_

4477

4057 &
(e}

4.80

1.0 20 3.0 40 50 6.0 7.0

abundance

|
H 3b

2.00
1.96

0

6.0

3.991 <

Actual_Start Time

10-0CT-2019 22:32:20

machinephase

ppm

Filename = KM1-98-2_proton-1-4.3jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM1-98-2

Solvent = CHLOROFORM-D

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration
X_Domain

X _Freq

X Offset
X_Points
X_Prescans
X_Resolution
X Sweep
X_Sweep_Clipped
Irr Domain
Irr_Freq

Irr_ Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

X _90_Width
X_Acq_Time
X_Angle

X_Atn

X_Pulse

Irr_Mode
Tri_Mode

22-FEB-2020 13:17:36

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

11.7473579[T] (500[MHz])
1.74587904([s]

1H

500.15991521 [MHz]
5.0 [ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

42

19.4[dC]
13.7[us]
1.74587904([s]
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20 40 6.0 8.0 10.0 12.0 14.0 16.0

(JEDLQ

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£fft( 1, TRUE, TRUE )

machinephase
ppm
E g
a0
[} o =) N
2 o < < <
< -0 N i Filename = KM1-98-3_proton-1-3.jdf
E _’b—_“"‘J Author = delta
= J Experiment = proton.jxp
= . ___ | sample Id = KM1-98-3
T L L L I [T I T Solvent = CHLOROFORM-D
7.0 6.0 5.0 4.0 3.0 Actual_Start Time = 10-OCT-2019 22:40:21
Revision_Time = 22-FEB-2020 13:25:33
‘ ‘ ‘ ‘ /\ Comment = single pulse
% g z? 39’ S g Data_Format = 1D COMPLEX
N © O =N AN Dim_Size = 13107
= o o bg) NN X_Domain = Proton
X : parts per Million : Proton Dim Title = Proton
- Dim_Units = [ppm]
] Dimensions =X
o ] Site = JNM-ECX500
It Spectrometer = DELTA2_ NMR
F
] Field Strength = 11.7473579[T] (500[MHz])
7 X_Acq_Duration = 1.74587904([s]
q X_Domain = 1lH
S ] X _Freq = 500.15991521 [MHz]
%f X Offset = 5.0[ppm]
] X_Points = 16384
] Me X_Prescans =1
b X _Resolution = 0.57277737[Hz]
= X_Sweep = 9.38438438[kHz]
— X_Sweep_Clipped = 7.50750751[kHz]
(o | = Irr Domain = Proton
] S Irr Freq = 500.15991521 [MHz]
b Me N =) Irr_Offset = 5.0[ppm]
q 3 Tri_Domain = Proton
S ] 3m Tri_Freq = 500.15991521 [MHz]
0 27 e[ O Tri_Offset = 5.0[ppm]
2 ] jox 3 Clipped = FALSE
_g ] — Scans =8
= b Total_Scans =38
=] ]
- | ) o berey -
< o Relaxation_Delay = 5[s]
T T I T l T Recvr_Gain = 42
7.0 6.0 5.0 4.0 3.0 Temp_Get = 19.4[dcC]
X _90_Width = 13.7[us]
‘ ‘ ‘ X_Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
0 0 N X Atn = 4[dB]
23 a X _Pulse = 6.85[us]
o O \© N Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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H Z 'Pr r - - - N
\ W Phosphine oxide products fraction
7 N I
-~
1 \n/\N3 '\|/\N3
] 0 ] ipr
S A . . ~
< MeO 3b (1 equiv) 3n (1 equiv) 5N | dEDL
B L -
] > E’Pr 0=p X £
] Ph.P toluene 4H,0 (10 / 1 o P\ Hio— RN
1 2 3 =3 . P > °°. <r4n P % =
0 o] 2a rt = v 7(\1 — ,,pﬁ ) A= _c ---- PROCESSING PARAMETERS ----
g - dc_balance( 0, FALSE )
_g 1 sexp( 0.2[Hz], 0.0[s] )
=1 1 trapezoid( O0[%], O[%], 80[%], 100[%] )
_g 1 zerofill( 1 )
< 3 £ft( 1, TRUE, TRUE )
TT T T T 1T T TT ‘ TT T T T T T TT ‘ TT T T T T rTIT ‘ TT T T rrorrT ‘ TT T T T T 1TIT ‘ TT T T T T TTIT ‘ TT T T T T 1TIT ‘ TT T T 1T IrTrT ‘ TT T T T T TTT ‘ TT T T 1T IrTrT ‘ TT T T T 1T TTT ‘ TT T T T T orTIT ‘ TTTT machinephase
11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 ppm
A= 0V O =N AN AN NOXNITEON—~FTNAODITITANXV = OODRXNFTOARANATNETFTON O DO
CHXE OO OOTON AR NN INTONASDARXNA TS AR OORXENT O SO ONAN—S0R XN ANO T N
“’.@\Q\Q“’.@.\Q\QQ"?"2"2"?"2"2"?"?"2"2“’.V.“Z“ZV.V.“Z"!"!"2"?‘\!‘\!NNNN":":QQQ?‘E":":":QWWQQ‘\!‘\!‘\!C
L T S S S N S S o o o S S S S S S S S N N e S S N T S S S N L S S S S S S S Vo R SRS R A A o S o B o I S IR I
X: parts per Million : Proton Filename = KM1-115-3_proton-1-4.jdf
Author = delta
B Experiment = proton.jxp
1 Sample Id = KM1-115-3
b Solvent = CHLOROFORM-D
S A O Actual_Start Time = 25-0CT-2019 18:35:40
(O B! H Revision_Time = 22-FEB-2020 13:51:47
] _N -
E Bn N 0 N I o e} Comment = single_pulse
oo o H & = S o Data_Format = 1D COMPLEX
e = O=P. - T - Dim_Size = 13107
% B \Ph X Domain = Proton
=) B 4b Ph Dim Title = Proton
[=} ] . =
£ ] Dim Units = [ppml]
< ] Dimensions =X
< A
T T T T e T e e e T e e Site = JNM-ECX500
11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Spectrometer = DELTA2 NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
NN O AT A 0N =M=V ARV A—=ONE—~—NFTAODVOENINANODOOMINNOOONWO I OW0RNO T A o X Domain = 1H
SCAN—"O =R XPXOVOVOTTITN—-DDATONAAN DTN RXRXET " O0ORXRXEZLOLONNAA—~—DARNREOT OO D I X Fre = 500.15991521 [MHz]
AEEREYN NI NNININAIIIIILITTIOOONO 0N na NN AN—SSSSST & xwdlrtred
I SN S N N S N N N S S S S N e S S S N O S e e S SN e e T R N S T N e S S e S e S N N N R S e T U R =R S T3 = 5.0[ppm]
. 113 . X_Points = 16384
X : parts per Million : Proton X Prescans -1
= X_Resolution = 0.57277737[Hz]
E i (ﬁ X_Sweep = 9.38438438[kHz]
3 ~ X_Sweep_Clipped = 7.50750751[kHz]
o ] - Irr Domain = Proton
lf).{ Irr Freq = 500.15991521 [MHz]
B Irr Offset = 5.0[ppm]
e Tri_Domain = Proton
ECE « o o Tri_Freq = 500.15991521 [MHz]
S on ] ] < i < Tri Offset = 5.0[ppm]
g 7 fe /= Pr o= /& Clipped = FALSE
o B Scans =8
g O 3
5 Total_Scans =8
A 4n Ph
T T T T T [ T T T T T T T [ T T T T T T [ T T T T T T T [ T T T T T T [ T T T T T T [ T T T T T T [T T T T [T T T [Tt Relaxation Delay = 5[s]
Recvr_Gain = 28
11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 | Recwmce 2l
X_90_Width = 13.7[us]
X_Acq_Time = 1.74587904[s]
5% 2LUZINBE ihem = atamr
SN T8RRI | XA = 4[dB]
S 0 NadAdadAddS oSS X_Pulse = 6.85[us]
— Irr_Mode = Off
X : parts per Tri_Mode = Off
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0 0.10203040506070809101.112131415161.71819202122232425

abundance

H
N
I P i JEOL
”Pr)J\O 3b (1 equiv) 3a (1 equiv) g N)l\npr Ph/\/\NJkﬂpr
:I::] & H + H
Ph,P ::)Iuene /H20 (10 /1) et e
& ---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
£ft( 1, TRUE, TRUE )
machinephase
ppm
Filename = KM2-58-1 proton-1-4.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-58-1
Solvent = CHLOROFORM-D
Actual_Start Time = 16-MAR-2020 18:31:01
Revision_Time = 24-JUL-2020 18:24:05
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim Units = [ppm]
) g § E g g Dimensions =X
o n gm ~ o O~ e [~ \Cten o & an WSO N — oxs%' Site = JNM-ECX500
g S| FE: 5 SASSE |Fe RS BT F Spectroneter = DELTAZ MR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Total_Scans =38
L L e L e e L e L B e e gelaxa;iQn_Delay = gés]
ecvr_Gain =
11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp Get = 15.6[dC]
L LApmm e L1 F e T L (T \ X 90 Width = 13.7[us]
X_Acq_Time = 1.74587904([s]
L~ NO O FTANOONTONNRNLTN—~R0OOANNDNRNN NN 0O TFNO—0FtRNANXM NN DT — 0 — — X_Angle = 45[deg]
QDX MNMUNOXT-IVOVODAXIVDOOOAE NN VNN AXAANTATO =N NTAONDNXO Al X Atn = 4[dB]
CLOoOLVLVVVOVVNNN NN NI N NTITIITTAAAAAAAANA———=FHTAANNNANATEANATOO ——— QA XN N WG =
N N N N N A N N e A A A A A N N R R R R R RS R RS BRSPSttt G G2 e g L = 6.85[us]
1q- Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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abunda

2.00
0.17
=1
1017
26—
1.14
"EP—
0.3
1.60
|
50.25n]

= JEOL D

Actual_Start Time 16-MAR-2020 18:31:01

o \ ‘
4.0 3.0 2.0
[ [ \ ll [l [ 11 IR
— ---- PROCESSING PARAMETERS ----
L~ N O TANOSNTHONNDT RN —00DONNNDNN MO NKDOT MO =0T NWXMME N QT — o — — | dc_balance( 0, FALSE )
RO RN NN BN O OSSO AN E O S AR R N NN ANORRERAENARBONNT AR - RBE NN RRN®DD B A | sexp( 0.2[Hz], 0.0[s] )
CEEL88 R R AR IEIIIRdaadddaaIzcgeaadaacdadnlE8nlIgl8aandday :
P N N N N A A S S A A A A N N A A N A N N N R I I T N T e T AT e e S I T S R TS I s S S S B\ g = trap:?iic(‘(lo)[%], 0[%], 80[%], 100[%] )
egqe zerori
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= machinephase
S ] 3 o = S ppm
§ | N ~ ~
CHN |
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
A P "N AN AN e s
3 Author = delta
A8 =8% 288 &IX ceas3S8 Experiment = proton.jxp
nnaAaAaNNA —~ 3a NN A [l =) ANy QY © N Sample Id = KM2-58-1
L O Ll S ool o o NN en (Sl e\l o] — Solvent = CHLOROFORM-D

24-JUL-2020 18:30:44

Revision_Time

=
_g B = o~ o N
S i C:; g g 2 Comment = single pulse
2 ] - Data_Format = 1D COMPLEX
< 1 Dim Size = 13107
T T T T T ! T O ! T T T X_D;main = Proton
7.0 6.0 5.0 4.0 3.0 2.0 1.0 Dim Title = Proton
Dim Units = [ppm]
A /| Bn N
\N 3 Site = JNM-ECX500
o @ @ S g = 3 g by \lg Q = Spectrometer = DELTA2_ NMR
R R R xS S |
[l e o o l\.l\ o o < < el H 3b Field Strength = 11.7473579[T] (500[MHz])
X : parts per Million : Proton X_Acq Duration = 1.74587904[s]
- X_Domain = 1lH
= E o o o o “- o |8 - X_Freq = 500.15991521 [MHz]
E 200 o < ) a [} ) X Offset = 5.0[ppm]
,_§ E N < IJNN - - i N X Points = 16384
2 T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T \JL\ T ‘ T T T T i—;zesia:§ = 3 57277737[H ]
esolution = . z
7.0 6.0 5.0 4.0 3.0 2.0 1.0 X:Sweep = 9.38438438[kHz]
0 //\\ /// /////\\l\\\\\ X Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
€0 m S A O ~ PR TN "Pr I —C NN AT RO I — O — O A~ o TE_Freq = 500.15991521 [MHz]
S 0>~ O — O\~ o~ H NSO DXV TON —~WV<TA O WV on o Irr Offset = 5.0[ppm]
NN~ “ MO ANLYYO——O0QKKKRRLY YO0 LNNN i Domain = Proton
N A S S N w A A AN~ A A A S ST T—
i 40a Tri_Freq = 500.15991521 [MHz]
X : parts per Million : Proton Tri_Offset = 5.0[ppm]
= = Clipped = FALSE
) 3 Scans =8
& 3 N < 0 o I o~ o~ S
5 o 3 N N =1 S S N N Total_Scans =
R —_4 e — —h — SIS —_ Relaxation Delay = 5[s]
Recvr_Gain = 26
70 60 50 40 3 O 20 l 0 Temp_aet = 15.6[dC]
0 X_90_Width = 13.7[us]
H /u\ X_Acq_Time = 1.74587904[s]
TOOSNO WV NS T O Ao I — S o =N Bn/N N n SV O N0 wmn ot N X_Angle = 45[deq]
NN —~—=0O0O RN VOoOnNnITOoOA A= n < Pr SR LAOaAaSEA—R X _Atn = 4[dB]
MR R A B R B B B e =< Y H N— = Q0oL onwna (R X Pulse = 6.85[us]
O O T S S S e S N S S N il SV < < o oen 0 NN ~—AA Ao oo Ior Mod off
11 rr oae =
X : parts per Million : Proton 4ob Tri_Mode = Off
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6.0

5.0

4.0

3.0

2.0

1.0

0

abundance

Q Bn Ph
Bn\NJ\/N3 H,N\<O dEDL
4 Pha_~_N3 N, N,
Ph 3b (1 equi 3a (1 equi Nl N
equiv a equiv — _—
ngy——=—L-F" (T equiv) (T equiv) > ) e + ) Ph ---- PROCESSING PARAMETERS ----
\ TMSOTf (2 5 equiv) Bu Ph Bu Ph dc_balance( 0, FALSE )
B T o . HO HO sexp( 0.2[Hz], 0.0[s] )
1 CH,Cly, -78 °C, 5 min trapezoid( 0[%], O[%], 80[%], 100[%] )
] then 6b 6a zerofill( 1 )
] sat. NaHCO3; aq. £ft( 1, TRUE, TRUE )
4 machinephase
1 ppm
i Filename = KM1-9-1 proton-1-4.3jdf
q Author = delta
1 Experiment = proton.jxp
] Sample Id = KM1-9-1
] Solvent = CHLOROFORM-D
il Actual_Start Time = 26-JUN-2019 18:17:48
4 Revision_Time = 10-JAN-2020 13:47:41
B Comment = single_pulse
7 Data_Format = 1D COMPLEX
1 Dim_Size = 13107
] X _Domain = Proton
4 Dim_Title = Proton
il Dim_Units = [ppm]
B Dimensions =X
b Site = JNM-ECX500
7 Spectrometer = DELTA2_ NMR
] Field Strength = 11.7473579[T] (500[MHz])
il X_Acq_Duration = 1.74587904([s]
— X_Domain = 1H
B X_Freq = 500.15991521 [MHz]
7 X Offset = 5.0[ppm]
1 X_Points = 16384
] X _Prescans =1
i X_Resolution = 0.57277737[Hz]
i X_Sweep = 9.38438438[kHz]
B X_Sweep_Clipped = 7.50750751[kHz]
b Irr Domain = Proton
= - g = Irr_Freq = 500.15991521 [MHz]
] — . 2; o, 4 © = ~ 4+ © Irr Offset = 5.0[ppm]
| =~ = N QR I — S © \© P Tri_Domain = Proton
] ” e -0 NS e - — e Tri_Freq = 500.15991521 [MHz]
4 Tri_Offset = 5.0[ppm]
B Clipped = FALSE
7 Scans =8
7 U Total_Scans =38
| I
il Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 32
9.0 8.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.2[dC]
I | Ul \ I | \ X_90_width = 13.71us]
X_Angle = 45[deg]
VAN TN n — O — O — 0N QO RN D MOV MVMOWVMI-ANXTXASNMNWV — O X Atn = 4[dB]
O O WV <t <t N — — S N SO O nO XEN OV NN =RV ONITNNNS A =
Mmoo NN N = = QL e~ NN AN QAT Q) QXYY X QYOO G X Pulse = 6.85[us]
o e L S o S o~~~ [N IR R O NN~~~ 000000 O S T Irr Mode = Off
X : parts per Million : n Tri Mode = off
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abundan
0.1 03

~
a
—

20.13
1.87
1.62
27

M seod D

---- PROCESSING PARAMETERS ----

R .

(o]
[*2]
—
o~

7.173

abundar|

abundar|
2.00
1.96

4456 ~_
4445

1.0

abundar|

e S s SR )

4.329
4.160
4.145
4.130
2.742
2.727
2.712
2.310
2.294
2.280
2.265
2.251
1.962
1.945
1.929

1.0

abundan

dc_balance( 0, FALSE )
SN OIS T 0O —\S sexp( 0.2[Hz], 0.0[s] )
SEEARNFTLE L2235 RB R8T Y trapezoid( 0131, 0[#], 80[%], 100[%] )
—Fm, T A 0000 OO0 OO S S zerofill( 1)
£ft( 1, TRUE, TRUE )
machinephase
ppm
(= (=
S S
S ‘ﬂ“[h((\i
J
T ‘ T T T T T T T T T ‘ T T T T
2.0 1.0
/ //\\\\ Filename = KM1-9-1 proton-1-4.3jdf
Author = delta
0 <t 0 — > QN> Experiment = proton.jxp
SR8 SR8 G Sample_Id = KM1-9-1
AN o Solvent = CHLOROFORM-D
Actual_Start Time = 26-JUN-2019 18:17:48
Revision_Time = 10-JAN-2020 14:01:50
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
T T X_Domain = Proton
2.0 1.0 Dim Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1H
X_Freq = 500.15991521 [MHz]
= X Q| ¢ x Ooffset = 5.0[ppm]
N " — 4l 4 X_Points = 16384
lb A X_Prescans =1
T trrrTr T " 777 ] X_Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
CECRRNS2T LSS DR QT g Irortset = 5.0[ppm)
DN A Q)00 0000000000 O\ \g Tri Domain = Proton
" T T OO0 0000000 OO OO Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Total Scans =38
O — O —
[N =3 3]
jWE:' M <[ ol Relaxation Delay = 5[s]
T ‘ T T T T T T T T T ‘ T T T T Recvr Galn_ = 32
2.0 1.0 Temp_Get = 20.2[dC]
X _90_Width = 13.7[us]
/J%//// //\ X_Acq_Time = 1.74587904([s]
X_Angle = 45[deg]
22320228 S KA = 4[]
AR AR NS K% K%Y\ X Pulse = 6.85[us]
—O OO OO OO OO OO Irr Mode = Off
Tri_Mode = Off
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abundance

4.0

3.0

2.0

1.0

0

i 0 i JEOL
\
Cy\NJ\/Na H,N\/(
|
H Ph~Ns N'N°N N'N‘\N
PhPh 3c(1 equiv) 3a (1 equiv) ={ Ph + —( Ph --—- PROCESSING PARAMETERS ----
> "B Ph "B Ph | sezp( o0.218z1, 0.01a1 )
. X] . z], .
OH TMSOTf (2'5 eql‘“v). HO HO trapezoid( 0[%], O[%], 80[%], 100[%] )
CH.Cl,, -78 °C, 5 min zerofill( 1 )
Ba then 6¢C 6a fft( 1, TRUE, TRUE )
machinephase
sat. NaHCO; aq. ppm
Filename = KM2-9-1_proton-1-3.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-9-1
Solvent = CHLOROFORM-D
Actual_Start Time = 10-DEC-2019 10:47:44
Revision_Time = 10-JAN-2020 14:32:05
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
ﬂ[’si X_Acq_Duration = 1.74587904([s]
NS g X_Domain = 1H
— 3} X_Freq = 500.15991521 [MHz]
2]2 5 aEzE 3§ g 3z Co4n = 5.0[ppm]
_ o LN O =] .o N = SN =~/ A X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
tVA Total_Scans =8
A L |
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15.7[dC]
| ‘ ‘ | I W ‘ X_90_width = 13.7[us]
%“/ﬁ/} NL\\ ChneTe 2 isaeg e
= X_Angle = 45[deg]
VMWV <A OO AN NATSTATST O NN XVOWVNMOUVMONVOOANTHODD —=FTASCASDNTANOT DD OAXNO WV O WV O NV X Atn = 4[dB]
NV OO ATAON OO —~DNOO NN TOXETNANANODORNOOFT O =N OWN T NA — o =
AN~ QAL == 0NN RARRRRRXEENEHNQYO MO~ — — — Q00000000 KK \©O\©\gX Pulse = 6.85[us]
oSN T T T T OO A AN~ A A S e A e e e = = = == O O O OO0 OO0 OO OO g Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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abundance

3.0

2.0

1.0

0

" " " JEOL
O
PN N3 ,N\<
4 Pha~_Ns N,N¢N N,N¢N
Ph i i — _ ---- PROCESSING PARAMETERS ----
NBy— |/Ph 3d (1 equw) 3a (1 equw): Ph + Ph dc_balance( 0, FALSE )
— \ . "By Ph "Bu Ph sexp( 0.2[Hz], 0.0[s] )
OH TMSOTT (2.5 equiv) trapezoid( 0[%], O[%], 80[%], 100[%] )
CH,Cl,, 78 °C, 5 min HO HO ; ' ' '
zerofill( 1 )
5a then 6d 6a ££t( 1, TRUE, TRUE )
sat. NaHCO3; aq. machinephase
ppm
Filename = KM1-132-1 proton-1-4.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM1-132-1
Solvent = CHLOROFORM-D
Actual_Start Time = 14-NOV-2019 21:32:41
Revision_Time = 10-JAN-2020 22:13:14
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1H
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
/g g X _Resolution = 0.57277737[Hz]
%) 0 | D =] N P N = v o -t o X_Sweep = 9.38438438[kHz]
| N ,,lg? | 2 /g Igj;gf /2 "3 /f /j /;kﬁ X_Sweep_Clipped = 7.50750751 [kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
w_}ﬂ Total_Scans =38
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15.8[dC]
‘ ‘ i X_90_width = 13.7[us]
N\\W‘L\\%\\ X_Acq_Time = 1.74587904([s]
X_Angle = 45[deg]
NV ARV NIETTFTOTORXRTRXONANORNA=TO0ONATTANMTORATOFTOATANSANONOS =0 0N I X Atn = 4[dB]
TA—~O0O O RNARAXOIOV OOV IIETTNAN——ODOVOOWNNMNMUN—TOOoOARATVANOOAATTAOTNOAT LA G =
MO aAaddddIddAAAAANANARR ==~ 7==5aa5EE00AqS RS R% %Y 09I X Pulse = 6.85[us]
e NN NN NN OO NTTITTITTTTOONAANAANAANN—~—~—O OO DD I Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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[=) ]
g | ° g
=} ] =N 0 (= (=) =) < [N (= el [an) q
=] bl v ) < N = ' «Q < ° = q
B 1 S < EN] _o S — _o ~ — — q ED
g L ! dJ L
T = P T T T = T =T T
4.0 3.0 2.0 1.0
| SN A et manarase -
— dc_balance( 0, FALSE )
NP0 XNV ANXOVVOVONETOTONTVONAORN=OVNALTTANTAOADTVOTFTON AN A0 N — >0 0 sexp( 0.2[Hz], 0.0[s] )
TOANA 0O ARNXIXEZILVLOVLONNNTTNAN—~—DORXRXONNNUNN——DO0ARAEVNOANTANY TN VA :
M nnaAadAdAddAddddNNddNNNNNAA—~ =0 ————=0qqnNE0NNND AR R R \© g trapezoid( 0[%], 0[%], 80[%], 100[%] )
SN~ NN NN NN NN NN N N NN NN NN NN O o NI FTT o A ANAANNANN O OO O S I zerofill( 1)
: parts per M £ft( 1, TRUE, TRUE )
= machinephase
< i
LS ppm
=) l = =3 =
B ] < < <
=t 4 S\ S\ S\ |
T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
4.0 3.0 2.0 1.0
/‘\ /‘\ //\\\\ Filename = KM1-132-1 proton-1-4.jdf
Author = delta
A 0 <t 0 — > QN> Experiment = proton.jxp
238 H€K8 KRS KB A Sample Id = KM1-132-1
) A e Y Y Y RN ple_.
0 N AN o Solvent = CHLOROFORM-D
Actual_Start Time = 14-NOV-2019 21:32:41
- — Revision_Time = 10-JAN-2020 22:20:07
5] ]
1 =
E S A S Comment = single_pulse
B — N Data_Format = 1D COMPLEX
< 7 Dim_Size = 13107
T T T T X_Domain = Proton
4.0 3.0 2.0 1.0 Dim Title = Proton
Dim Units = [ppm]
Ph (0] Dimensions =X
‘ JK/NB Site = JNM-ECX500
BEE ARSI RU L BRI BITRIGE8m. 3 Ph N Spectrometer = DELTA2_NMR
R N N N IR R R R R B R B B B R N By < |
L T Sl e e S S e e R < H 3d Field Strength = 11.7473579[T] (500[MHz])
X : parts per Million : Proton X_Acq Duration = 1.74587904[s]
- - X_Domain = 1H
< 9 X Freq = 500.15991521 [MHz]
=l bl !
2 <] o~ — = el <t I 9 X_Offset = 5.0[ppm]
5 =+ Ph YRS S 0 =N S .
3 ] ; =P ~ = = 1] {4 X_Points = 16384
< ] [ n X_Prescans =1
T T T T T T T T T ‘ T T T T T T T T T ‘ T L T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T x_ReSOlution = 0_57277737[Hz]
7.0 6.0 NG 5.0 4.0 3.0 2.0 1.0 X_Sweep = 9.38438438[kHz]
N N i X_Sweep_Clipped = 7.50750751[kHz]
/‘/& — Ph /// //m//,-——//%g,/J ////\ Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
AN AT AN T RO 0T "Bu Ph A OMMO AN ANOSTONM—AMNANIONRNONDSNT =N O~ 0T o Irr Offset = 5.0[ppm]
AN =SSNSO O — N ®© ANOTATA ROV ONOTA—=NOTA—=NOOOFT TN — W — :
Mmooy —— HO O 7= NANNAN AN NN G X XK KKK, OO \gTri Domain = Proton
Lol e e S O oLl S ol ol S e 6a <r<rvaNNNNNNN—H—4v—4v—4v—4v—4v—4ooooooooooooocTri:Freq = 500.15991521 [MHz]
X : parts per Million : Proton Tri Offset = 5.0[ppm]
= = . Clipped = FALSE
_g S 7 Scans =8
S — 3 g g 8 8 g g Q|| § Total_Scans =8
B E A _ o —_ ~ S Ph — < _li- 4
< E o Ph ﬂ e Relaxation Delay = 5[s]
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T \\\ T \O\ T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T Recvr_Galn = 24
7.0 6.0 5.0 4.0 N 3.0 2.0 1.0 Temp_Get = 15.8[dC]
H X_90_width = 13.7[us]
/M&“H\\\K\\ ‘ N~ SN ///%//\ X Acq_Time = 1.74587904[s]
— X_Angle = 45[deg]
NoOVMD NI O ATT —~ 0O N oA = Ph TN~ OOANY O —=O 00X I X Atn = 4[dB]
AN OO RNRX-O0ONITITNOONLO WV AN X =~ n Ph Y- wouFaorc-cond Fad —
nnnnnaAaNAAANAdAdN——O 0O AAR =) Bu — == )OO O 0 0 0 X XX OO \gX Pulse = 6.85[us]
N N T ol e L S e O o N L N-IN-RN-R= I en HO NN NSO O OSSO I Irr Mode = Off
X : parts per Million : Proton 6d Tri Mode = off
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abundance

1.1 1.2 13 14 15 16 1.7 1.8 19
Co b e b bbb b b b b b b b b b b |

1.0

02 03 04 05 06 07 0.8 09

0.1

0

Ph

nBuTkPh

OH
5a

Ph O
Ph//L\N/lL\//h3
H

3d (1 equiv

Ph o~ N3
3a (1 equiv)
>

TMSOTf (2.5 equiv)

toluene, -78 °C, 5 min
then
sat. NaHCOj3 aq.

24.45
0.79
0.92
2.00

o

"

39.42m

P.ll

0.50

Ph
Ph
Ph
-§: o
: N, R
N N N N
—{ Ph + —{( Ph
By Ph NBu Ph
HO HO
6d 6a
quo =) o =) IS A
G 3 a2 & 23
-—— =) 4= o s il

L

o

N

(JEDLQ

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%],
zerofill( 1 )

£ft( 1, TRUE, TRUE )

80[%], 100([%] )

9.0

%ﬁm/ﬁ

o0
<
on
o~

foa)
Ne)
@
o~

X : parts

7.401

8.0

7.306

7.304
. 7.297
7.292

o
o
HIN
o~
cr

p

@]
g 7.278
5 7.265

o0
%
o~ . .
Milli

it
o
=

7.255

7.243
7.230
7.217
7.201
7.186
7.025
6.273
6.256
5.951
4.156
4.141
4.126
4.013

3.302
3.289
3274
2.742

\m\@§§§§§§§35;::\\
DN TAT TN O TN AN —ODN 0N OO —
N— QN OAEVOTOONADON—RNOVODTFT A~ n
EHOVONAANNOSRNRNNNA AR QKN XN X% QK KRN0\
A AN~ — S S S S S S OSSSSSS

20-MAY-2020 17:18:23
11-JUN-2020 16:22:59

Actual_Start Time
Revision_Time

machinephase

ppm

Filename = KM2-90-1_proton-1-5.3jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM2-90-1

Solvent = CHLOROFORM-D

Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107

X_Domain = Proton

Dim_Title = Proton

Dim_Units = [ppm]

Dimensions =X

Site = JNM-ECX500
Spectrometer = DELTA2_ NMR

Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH

X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]

X_Points = 16384

X_Prescans =1

X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton

Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton

Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]

Clipped = FALSE

Scans =8

Total_Scans =38
Relaxation_Delay = 5[s]

Recvr_Gain = 30

Temp_Get = 18.3[dC]

X _90_Width = 13.7[us]
X_Acq_Time = 1.74587904[s]
X_Angle = 45[deg]

X_Atn = 4[dB]

X_Pulse = 6.85[us]

Irr_Mode = Off

Tri_Mode = Off
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abundance

1 0 Ph Ph
v ]
ek Py AN Ns H,N{ JEOL
< 7 ! Ph N N N
N o H N N" SN N" SN
e ] __ LPh 3e (1 equiv) 3a (1 equiv) —{ Ph + —/( Ph
S "Bu———X > By Ph By Ph | -—-- PROCESSING PARAMETERS ----
] OH TMSOTf (2.5 equiv) dc_balance( 0, FALSE )
A CH20|2, .78 OC, 5 min HO HO sexp( 0.2[Hz], 0.0[s] )
— E 5a then Ge 6a trapezoid( O0[%], O[%], 80[%], 100[%] )
. — zerofill( 1 )
A g sat. NaHCO; aq. ££t( 1, TRUE, TRUE )
< 4 machinephase
[\l ppm
o
— 7
% 4
—
=
— 7 Filename = KM1-79-1_proton-1-4.jdf
O Author = delta
— 1 Experiment = proton.jxp
v ] Sample Id = KM1-79-1
— Solvent = CHLOROFORM-D
< 1 Actual_Start Time = 19-SEP-2019 21:16:24
— Revision_Time = 10-JAN-2020 15:18:37
! Comment = single_pulse
— ] Data_Format = 1D COMPLEX
S Dim_Size = 13107
— 7 X_Domain = Proton
— Dim_Title = Proton
— Dim Units = [ppml]
o ] Dimensions =X
—_ Site = JNM-ECX500
. ] Spectrometer = DELTA2_ NMR
<] Field Strength = 11.7473579[T] (500[MHz])
007: X_Acq_Duration = 1.74587904([s]
Sl X Domain = 1H
~ J X_Freq = 500.15991521 [MHz]
o X Offset = 5.0[ppm]
© 1 X_Points = 16384
= X_Prescans =1
] X_Resolution = 0.57277737[Hz]
3 X_Sweep = 9.38438438[kHz]
<] X_Sweep_Clipped = 7.50750751[kHz]
< Irr Domain = Proton
S 4 Irr Freq = 500.15991521 [MHz]
e J Irr Offset = 5.0[ppm]
o 2 Tri_Domain = Proton
. o < AN NS o - & kon < Tri_Freq = 500.15991521 [MHz]
=7 N9 KB — | < ° 0N ! Tri_Offset = 5.0[ppm]
] —— = N < g N Clipped = FALSE
— Scans =8
< U L Total_Scans =8
b Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 26
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.3[dC]
Ll I \ (0] T T T [ I X_90_width = 13.71us]
N e NNV = Ll
X_Angle = 45[deg]
DN~ N A~ N AIFTTROANO =~ 00—~ O0ON0 =0 —~OFT OANXOD—~NO—OFTAANRNT O —~FT OV~ S G X Atn = 4[dB]
AN~ AN O N AN O R OINMNANOIETA—~DTOAIEINA—~ORXAETNN—~—ORT RN AT =
N AN ———=——= QR —— =S ANAEEHEOVONANASRNRNRAR(NNRNNRQY QYL I X Pulse = 6.85[us]
L N R T S e o o o S N L T S L S S NVORR T I T R R I B o N S I S I o I S I o B o I S I S I S B I I I I i R == P Vrere [ = Off
X : parts per Million : Proton Tri Mode = off



Hiroki
スタンプ


abundan
0.1

|

T T
;2.28
16.80
0.61
1.91
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7

1 0.96
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o] 0.64
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

CE—0 R0 =N AFTE0OVAO =00 =AD" O0O—=ODFTONNO—O—~OFTANDNT OO~ O — - J sexp( 0.2[Hz], 0.0[s] )
DA AN ANO N AN T T ORI 0OV NN T AN~ O FTOEINA—~OODANOATINN—ONT O0OX0NAN OV <t N
NN TITNOAa AN~~~ AR~~~ qNAEERE00NASARRARR RN RGO g trapezoid( 0[%], 0[%], 80[%], 100[%] )
SN~ NN NN NN N NN NS rIFrTrTISF oA AN~ OO0 000 O SJ zerofill( 1)
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
E T machinephase
= % o - o ppm
g o] N S S S
B '_:{ N N N
I [
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0
///\\\ /\/\ /‘\ /‘\ //\\\\ Filename = KM1-79-1 proton-1-4.jdf
Ph N3 Author = delta
S — O — i = j
AS¥I=28% LY RETX ahas5338 Experiment proton. jxp
R R RS 3a a8 55O QAN S XN Sample_Id = KM1-79-1
I M A — Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 19-SEP-2019 21:16:24
- - Revision_Time = 10-JAN-2020 15:18:37
g 4
S o E = v < o Comment = single_pulse
B =43 o0 ) = Data_Format = 1D COMPLEX
< E ——° e N Dim_Size = 13107
T T T T T T Tl T [ T T T T T T T T[T T T T T T T T T T[T T T[T T T T T T |X Domain = Proton
8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 Dim Title = Proton
Dim_Units = [ppm]
A S | 0 g
Jj\/ Site = JNM-ECX500
Q2T ALATIIZreen 2 N N3 0 Spectrometer = DELTA2_NMR
SN QO = "
e e e e e < Ili 3 — Field Strength = 11.7473579[T] (500[MHz])
X : parts per Million : Proton e X_Acq Duration = 1.74587904[s]
= - X_Domain = 1H
3 \ X_Freq = 500.15991521 [MHz]
=} o.é g = 8 g g X Offset = 5.0[ppm]
B Bh 3 IS S = = X_Points = 16384
< \ 3 1 o X_Prescans =1
T T T T T T T T T ‘ T T T T T T T T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T T x Resolution = 0_57277737[Hz]
\\\ 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 X_Sweep = 9.38438438[kHz]
N~ SN X Sweep_Clipped = 7.50750751[kHz]
=\ Fh %M& /‘/A///ng/J //// \ Trigreq | = 500.15
Irr Freq = 500.15991521 [MHz]
By Ph NN A ANTNOANNXITAONOANNOSOFTOMN —~ANANONRNOANDSANT —nO — 0t — Irr Offset = 5.0[ppm]
AN OO NNV OV AN —TANOCANDDTNTAN AT —ANOONOTAN—~SOFTAN —NX0OOF T N — QW) T L .
HO M AaAadANARANN—T ==~ EEENnANAARARNS AN G R % QR K% QS SO g Tri_Domain = Proton
63.‘ eSS eSS S S FA A AN~ 100 S SO0 S SO S S S I Tri Freq = 500.15991521 [MHz]
X : parts per Million : Proton Tri Offset = 5.0[ppm]
= - Clipped = FALSE
"g E Scans =8
= “ Qo o o | o Total_Scans =8
B — ) 2 NS < L9
< 1 ~° — N 71~ Relaxation Delay = 5[s]
T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T Recvr Galn_ = 26
8.0 7.0 6.0 5.0 Temp_Get = 20.3[dC]
X_90_Width = 13.7[us]
‘ /J%K“\ ‘ //\ ChneTe 2 isaeg e
X_Angle = 45[deg]
2 S3CERLE8ngazs: g R b = 41
MR R R RS S © o \g X_Pulse = 6.85[us]
I O o o e e e N T T S o S SN N < S © J Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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abundance

2.0

1.0

0

O Ph Ph
Phay AN NP JEOL
! Pha~Ns H { N, N
NS
oh H N~ SN N~ N
p Ph 3e (1] equiv) 3a (1 equiv) =—( Ph + —( Ph ---- PROCESSING PARAMETERS ----
— -
T T Sl s - R B WP R T,
OH S o . HO HO trapezoid( 0[%], O[%], 80[%], 100[%] )
toluepe, -78 °C, 5 min zerofill( 1 )
5a then 6e 6a ££ft( 1, TRUE, TRUE )
sat. NaHCO; aq. machinephase
ppm
Filename = KM2-86-1_proton-1-4.3jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-86-1
Solvent = CHLOROFORM-D
Actual_Start Time = 19-MAY-2020 16:54:07
Revision_Time = 7-JUL-2020 16:26:10
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim Size = 13107
E EE = -
fo ~ oo X Domain = Proton
s (IS g - 3 e S SHER fRZ == Din_ritle = Proton
L — _ 00 [0 9] _o e _O _— _ oSO Lo o o n Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
/A\ w L)"J M Total_Scans =38
JJ Ll h L"M L
Relaxation Delay = 5[s]
L B e e e e L B I B B e Lty B A N POt e E £ = 24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 18.2[dC]
X 90 Width = 13.7[us]
//J“““ \ LI I K I KK\ J %y\ I H\H\Q\ Ul 1 T T | X Acq Time = 1.74587904(s]
X_Angle = 45[deg]
T NN T T O N O A NOENINOVOOANANNO—~O NN —COLOVNAANATAT AT AN —~NOOASWN®NOOS G X Atn = 4[dB]
LN 0O RNXETVNAAN—ORAREETNAANTNTFTAAN—ONXN—=OANOEENTRN =D~ \OF — OO —
Ny naoaaaaNNNdNNN—————=—=—Q~— === QA0 NANNNSRANNRNANRNRN O \YX Pulse = 6.85[us]
eSS SN NN N NN T ST TITIF TN AAANAAANAANAN—~ —— == = — OO S SJ Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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R E 8E
= — 3 oS = ®0o
=1 ] oNO| l\ o0 —i~ (= v v on <t SV ot ON
2 7 ® P O < = ® 2 S | YoHven
Z e == |5 S R R JEOL
< 1 Lo )
L B e e e e B L EE AL L o e o e e B B e e e B A B e e e e e e B L e o e e
4.0 3.0 2.0 .
K /%ﬂwm |l HHH/K I OO Ao o~ PROCESSING PARAMETERS —-——
dc_balance( 0, FALSE )
MOANTAT QA AT NS =0T W ™R\ sexp( 0.2[Hz], 0.0[s] )
—SERREREAER4GIEETERSA S K G 8 Y trapezoid( 0[+], 0[%], 80[%], 100[2] )
T AdAdAdAAANANANN— === O O O O J zerofill( 1)
££t( 1, TRUE, TRUE )
= machinephase
3 1 3 = = = ppm
=) 1 > S S S
B q [\l [\l N
< 1 |
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0
///\\\ /\/\ /‘\ /‘\ //\\\\ Filename = KM2-86-1_proton-1-4.3jdf
Ph N3 Author = delta
AT AL~ voar DA ot ® — >N o Experiment = proton.jxp
aR383858= 3a 238 B8 KRRIIED R Sample Id = KM2-86-1
e M Ao = = = Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 19-MAY-2020 16:54:07
- - Revision_Time = 7-JUL-2020 16:30:54
S 4
S o3 o “ < o Comment = single_pulse
B = ) =N S Data_Format = 1D COMPLEX
< B - e N Dim _Size = 13107
T T T T T T Tl T [ T T T T T T T T [ T T T T T T T T T T T T T T[T T T T T T T |X Domain = Proton
8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 Dim Title = Proton
Dim Units = [ppm
0 im Uni [ ]
‘ /’\\%‘L\\ orrosiens Z3
site = JNM-ECX
I -
Q2T ALATIIZreen 2 N 3 0 Spectrometer = DELTA2_NMR
Q=== = o)
O e e L e e e < H 3e — Field Strength = 11.7473579[T] (500[MHz])
X : parts per Million : Proton X_Acq Duration = 1.74587904[s]
= - X_Domain = 1H
5 ‘ a - _ o| | XFreq = 500.15991521 [MHz]
S o1 [o) =] > > \ X Offset = 5.0[ppm]
B '_:—:Ph S N N — — X Points = 16384
< i ﬂ 1 w ﬁ " X Prescans =1
T T T T T T T T T ‘ T T T T T T T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T T T T T T T T T X_Resolution = 0_57277737[Hz]
NG 8 0 X_Sweep = 9.38438438[kHz]
N X_Sweep_Clipped = 7.50750751[kHz]
Ph %w& /‘/A/;/J/wgg/ﬂ //// \ Trrreq Z 500.18
n Irr Freq = 500.15991521 [MHz]
BU Phc\mWO\OI\NIflﬂ'OOOO\V‘:OOﬂ'O\OV‘:ONPNOﬂ'OV‘:—'NV‘:OWOOMOOONI\OWv—'WOv—'mOOOW—Irroffset =5.0[ppm]
NN OO NNV VO AN —ANANOOTNT AN —ANOONOT AN~ O0OFTAN—=RNOOOTFT TN — NVt o L= .
HO MO AaANNdAIAAN T =TSR nAAANRANN NS 0% %K% QK00 QN O\ g Tri Domain = Proton
.63 eSS eSS S S FA A AN~ 100 S SO0 S SO S S S I Tri Freq = 500.15991521 [MHz]
X : parts per Million : Proton Tri_Offset = 5.0[ppm]
= - Clipped = FALSE
_g o 3 Scans =8
S — 3 v Ro = o v o | of Total_Scans =8
= E o i S o) >N o) -
"g E Ko — N JATO jq:_[/\ n 41~ | Relaxation Delay = 5[s]
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T Recvr Galn_ = 24
8.0 7.0 6.0 5.0 4.0 Ph 3.0 2.0 1.0 Temp_Get = 18.2[dC]
\ 0 X_90_Width = 13.7[us]
N | AN AN A N e Z istaee)
H X _Angle = 45[deg]
N T O AN~ O A\ — 00V — o n o ,N\ v N AN T O T O \GX Atn = 4[dB]
<t S oA~ V0OWNnNTAN—~OD (=X N AN N \N — O\ 00 N NN 0 [~ 0 > vy —
S oA —— =S S — = =9 S S & o 9 9 \g X Pulse = 6.85[us]
I O o o e e e N T T S o S SN N <t < < ):«Lp-h SRS SR SO OO S S I Irr Mode = Off
X : parts per Million : Proton gy Ph Tri_Mode = Off
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Mixture fraction

o ] Bn P
. — \
<t 4 N o K\\
] Ph N H N, N,
o] NN N° SN N N
- Ph 3a (1 equiv) Me — —
1 "Bu‘l_k_ P i Prl]:’h * Phph
. [— n n
] oH TMSOTF (2.5 eqliiv) Bu Bu
< CHzCl, 78 °C, b min HO HO
o N A 5a then 6f 6a ---- PROCESSING PARAMETERS ----
] ] sat. NaHCO3 aq dc_balance( 0, FALSE )
g o o sexp( 0.2[Hz], 0.0[s] )
o 7] — 5% o o N — =) ol v trapezoid( O0[%], O[%], 80[%], 100[%] )
g 1 d g g g = = ﬁ j 2 zerofill( 1 )
—g ] J - T 7 £ft( 1, TRUE, TRUE )
T T 17T ‘ L L L ‘ T T T T T T T ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L ‘ T T T T T T T ‘ T T T T T T ‘ T T 1T T maChlnephaSe
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 ppm
%’\W\\ //% /%/%\ \ \\ m K \
T TN O~ WUV N OV —~ANNA—=VNXVO —~ONTEOANOOOONOSTATIT—~OFTOVLANMNANIND AN — O
NMTNA OO RNANXENDVOON 0RO TFTANA—=FTAAN—~—~RA—=OD0O AN =NV AT
Mmoo AN NANNNN— QT O~ —— QAN RN NN R X0 K00 00 I
L O L e o o o L S o o o N S L S SN SNV T T R A i i o I S I S I S I S I S I S I I I I I s === = = S N = -
X: parts per Million : Proton Filename = KM1-23-2_proton-1-3.jdf
Author = delta
B Experiment = proton.jxp
S{ 0o Sample Id = KM1-24-2
] Solvent = CHLOROFORM-D
B Actual_Start Time = 17-JUL-2019 21:26:02
<1 Bn\ N3 Revision_Time = 10-JAN-2020 16:13:04
- N
i | Comment = single_pulse
o] ke X ISR H Me & Data_Format = 1D COMPLEX
8 <4 w __—0c Jalro S Dim_Size = 13107
=] B X Domain = Proton
-g E 3f Dim_Title = Proton
g S 7 W Dim Units = [ppm]
o — 1 J Dimensions =X
N 5 T T 17T L L T T T T T T 1T 1T L L L L L L L L L L L L L L \l T \J\ T T T T T T T T T T T T T T T Slte = JNM_ECXSOO
‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ Spectrometer = DELTA2 NMR
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
0T ODNN XA DT I n o oo v~ 0 X_Domain =1
— — A
SV en—& 0D N V<O NN + oo~ X _Freq = 500.15991521 [MHz]
mancnaandAdNANAY T S e X Offset = 5.0[ppm]
L L S NI SN SN NN <+ < N = - — X Points - 16384
X : parts per Million : Proton X Prescans -1
6 X_Resolution = 0.57277737[Hz]
< X_Sweep = 9.38438438[kHz]
o« e Ph X_Sweep_Clipped = 7.50750751[kHz]
] Irr Domain = Proton
e Irr Freq = 500.15991521 [MHz]
< 4 N Irr Offset = 5.0[ppm]
N E N’ ‘\N Tri_Domain = Proton
] _ Tri_Freq = 500.15991521 [MHz]
[0} ] M Ph Tri_Offset = 5.0[ppm]
2 <] RO nBy Ph — = o < al o Clipped = FALSE
— N < < ® ) q =
_g ] Y ~ < = = 4 & Scans =8
= 7 ] HO 63 Total_Scans =8
B ]
< ] L Relaxation Delay = 5[s]
T T 17T ‘ L L ‘ T T T T T T 1T 1T ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L ‘ T T T T T T T T ‘ T T T Rech Galn_ = 30
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.3[dC]
X_90_Width = 13.7[us]
%& //ﬁj‘/ﬂ////“/%w\\ ChooTa - Ghldegy
X_Angle = 45[deg]
NN A O ANTONOANNOTAONOATANSTON AN ANIONRARXNSRNT =N —m 0t — I X Atn = 4[dB]
AN~ OSSN0 A—~RRXADLTATAN AN ROONOTA—~NOTFTA—~NXROOFTTF—~RWN T g =
Mmoo AN — =0 —— =550 AdAdAGQN AN )X Q000K QY8 I X Pulse = 6.85[us]
NN NN NN NN NN NN NS ST FA A A AN A= A 0000000000 SO S Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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2.0

1.0

0.66

abundance

(JEDLQ

0.10

0.11

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%],
zerofill( 1 )

££ft( 1, TRUE, TRUE )

0[%], 80[%], 100[%] )

5.0

2.724 ¥
e

3.305
3.291
3.278
2.710
2.695
1.275
1.260
1.253
1.246

1.0 2.0 3.0 40 50 6.0 7.0 8.0 9.0
2.84

abundance

0

\,
2.00
2.00
2.00

5.0

g
=

=
N
/-

2728\
2714
2.698
1.951
1.937
1.922
1.907
1.894
1.563

Actual_Start Time

17-JUL-2019 21:19:39

machinephase

ppm

Filename = KM1-23-1 proton-1-3.jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM1-24-1

Solvent = CHLOROFORM-D

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration
X_Domain

X _Freq

X Offset
X_Points
X_Prescans
X_Resolution
X Sweep
X_Sweep_Clipped
Irr Domain
Irr_Freq

Irr_ Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

X _90_Width
X_Acq_Time
X_Angle

X_Atn

X_Pulse

Irr_Mode
Tri_Mode

22-FEB-2020 17:06:40

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

11.7473579[T] (500[MHz])
1.74587904([s]

1H

500.15991521 [MHz]
5.0 [ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

44

21.2[dC]
13.7[us]
1.74587904([s]
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12 14 1.6

1.0

(JEDLQ

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

00 £ft( 1, TRUE, TRUE )
o machinephase
ppm
o
e}
<
0o
8 — =] IS o~
s N o 7o) | © — ~ =N g o P © . .
= o)) N S ~ S o — — on— Filename = KM1-23-3_proton-1-3.jdf
=l S _en ~ ) X < a o ¢S Author = delta
B j’\ u h J‘di n m% J Experiment = proton.jxp
® o A R R e meﬁ_ﬁwgggzgd ko243
7.0 6.0 5.0 4.0 3.0 Actual Start_Time = 17-JUL-2019 21:32:00
// 1 ﬂx HKL‘H\“\\M\‘\ /Ml{/// ////IV&\& Revision_Time = 22-FEB-2020 17:18:41
s 3 Comment = single_pulse
COVANANONUNONPVOASTTN =N OO0 —ANIT NNV OS> 0ONX0T VN ORNN ™M =
AN OENO WM TNA N AN —~—ON AN AN —~FTANXOETXOVLWNOWNTNATIOETTAEIOOES O N oSS S Data_Format = 1D COMPLEX
AN~ AT AT TN — == — = — QRN NARNRXRR0XLO 0L SS I pin Size = 13107
NN NN NN N O N T TFTTFOANAAAAAN " O OO =
e X Domain = Proton
per Million : Proton Dim Title = Proton
= Dim_Units = [ppm]
] Dimensions =X
] Bn Site = JNM-ECX500
Oj l‘\l O Spectrometer = DELTA2_NMR
=] ’ Field Strength = 11.7473579[T] (500[MHz])
] H X Acq Duration = 1.74587904[s]
] L X_Domain = 1lH
] e Me N N X_Freq = 500.15991521 [MHz]
2 = s 55 4 —/ pnh S5 % @ 8% - 5.0fen
] D, I [ =¥ =N N = = T A X_Points = 16384
] X Prescans =1
] "Bu Ph X_Resolution = 0.57277737[Hz]
B X_Sweep = 9.38438438[kHz]
o 1 HO 6f X_Sweep_Clipped = 7.50750751[kHz]
4 Irr Domain = Proton
] Irr Freq = 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
] Tri_Domain = Proton
o ] Tri_Freq = 500.15991521 [MHz]
O ] Tri_Offset = 5.0[ppm]
2 ] Clipped = FALSE
_g b Scans =8
= B Total_Scans =38
= ]
":% o - il Relaxation Delay = 5[s]
T T T ‘ T T T T T T T T ‘ T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T ‘ T T T T T T T T ‘ T T T T T T ‘ T T T Rech Galn = 44
7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.4[dC]
X_90_Width = 13.7[us]
B e I =R 0
X_Angle = 45[deg]
SN ANOTEANONIT—~0—0O0MNMOTNOMNOOVOTOT —~—FTANO =000 T TA —O—I>0A 0O > X Atn = 4[dB]
RO T NN AN TN NAODETDOD TN NDT AT OCONTASONON — RNODRN0O RN 0O —
HI AN AANANANANAANN = QAT I T I O === = QAL ANQ NN R XRN0O0 N X_Pulse = 6.85[us]
NS NN N O Y T T TTST TSI TTFTTAAAAAN —~——— == OO OSSOSO O Irr Mode = Off
arts per Million : Proton Tri Mode = Off
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3.0

2.0

1.0

0

abundance

H
Bn<p”
H N Ph
AL JEOL
B Y o
o} Pha~Ns UNY ey
Phon 3g (1 equiv) 3a (1 equiv) . —{ Ph
"Bu—== I\/ > ng Ph ng Ph | 4c b iROCEs(SgNGF;,LSE )TERS T
. c_balance ,
OH TMSOTT (2.5 equiv). ! HO ! g sexp( 0.2[Hz], 0.0[s] )
CH,Cl,, -78 °C, 5 min trapezoid( 0[%], O[%], 80[%], 100[%] )
5a then 69 6a zerofill( 1)
sat. NaHCO; aq. £ft( 1, TRUE, TRUE )
machinephase
ppm
Filename = KM2-25-1 proton-1-4.3jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-25-1
Solvent = CHLOROFORM-D
Actual_Start Time = 8-JAN-2020 16:03:50
Revision_Time = 10-JAN-2020 18:21:17
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
<o X_Prescans =1
=) o < <N 0 o0 <+ v | o ~ o o X _Resolution = 0.57277737[Hz]
N | < = o e o N @ | ey ! Qe X Sweep = 9.38438438[kHz]
E 15 —° 1= 47 -2 9T =~ —7 ffd X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
M}}) M J Total_Scans =38
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 22
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 15[dC]
X Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
O N AV NOTRXRXT —~NAND AN =0 =AM =N XNTAT N NTATORNTD—~0 OV G X Atn = 4[dB]
S OO NN O TITN OO T NN —~OXETN 0NV OTNAIO NI N0 ONTTAWNTAG =
NN~ =N~ 1NN FT NN ANNSRNRRN AR X®KK®X KOO O O J X Pulse = 6.85[us]
e NN NN O YTIFTTT OO N AAAAAANANAANAANANANN A=~ O 000000 OO OO T Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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abundan
20.10
4.00

0.30
230

3% |

1.75
e —

1.68
= ‘0.28

| dEDLD

1.977
1.963
1.959
1.943
1.257
1.244
0.912
0.897
0.883
0.869
0.854
0.849
0.841
0.693
0.654
0.640
0.625

abundar|

sexp( 0.2[Hz],

trapezoid( 0[%], O[%], 80[%], 100([%] )

zerofill( 1 )

Ml o o L o B e e

0.0[s] )

££ft( 1, TRUE, TRUE )

abundar|

11.93

3.653
1.592

abundar|

2.00

4.329
4.160
4.145
2.742
2.727
2.712
2.310
2.294
2.280
2.265
2.251
1.962
1.945
1.929
1.715
1.278
1.263
1.249
0.928
0.912
0.897
0.889
0.884
0.861
0.845
0.840
0.831
0.813
0.798
0.659
0.631

abundan

.00
1.10

X
=E
Sl
S
—

7\

X:
ST
-]

X:
Sk
— 3

E\
[e))
o
0
o~

X

T

0.715 L

0.700
0.687

machinephase

ppm

Filename = KM2-25-1 proton-1-4.3jdf
Author = delta

Experiment = proton.jxp

Sample Id = KM2-25-1

Solvent = CHLOROFORM-D
Actual_Start Time = 8-JAN-2020 16:03:50
Revision_Time = 10-JAN-2020 18:31:17

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration

X_Domain

X _Freq

X Offset
X_Points
X_Prescans
X_Resolution
X Sweep

X_Sweep_Clipped

Irr Domain
Irr_Freq
Irr_ Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped
Scans
Total_Scans

Relaxation_Delay

Recvr_Gain
Temp_Get
X _90_Width
X_Acq_Time
X_Angle
X_Atn
X_Pulse
Irr_Mode
Tri_Mode

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

1.74587904([s]

1H

500.15991521 [MHz]
5.0 [ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

22

15[dC]
13.7[us]
1.74587904([s]

11.7473579[T] (500[MHz])
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abundance

0 0.10203040506070809101.112131415161.7181.92.021222324252.6

H
Bn~y\/
K N Ph
N Ny JEOL
B Y o
© PN NN NN
'Ij/hph 3g (1 equiv) 3a (1 equiv) —{ Ph + —/{ Ph ---- PROCESSING PARAMETERS ----
"Bu — \ > n Ph n Ph dc_balance( 0, FALSE )
OH  TMSOTF (2.5 equiv) Bu Bu sexp( 0.2[Hz], 0.0(s] )
o . HO HO trapezoid( 0[%], O[%], 80[%], 100[%] )
toluene, -78 °C, 5 min zerofill( 1 )
5a then 69 6a ££ft( 1, TRUE, TRUE )
siat. Ncho3 aq. machinephase
ppm
Filename = KM2-137-1_proton-1-3.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-135-1
Solvent = CHLOROFORM-D
Actual_Start Time = 18-JUN-2020 14:41:44
Revision_Time = 7-JUL-2020 15:50:45
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
cn Dim_Title = Proton
2 s & 948 s 8 ] 83|k X518 B oim Onits = Lepnl
RSN IR S Gl o L= LS LS T —S SO Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
W u L Total_Scans =38
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 30
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.8[dC]
X Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
N =0 =~V NX =TV ARNTXNN =N =0 =N —=ANODRXANTONSOONXANN—XORNNRMNRXDO —~F OV O I X Atn = 4[dB]
AN =0 ORI NTETTFT =000 O0OTFTAOA DA —NANOO-—OoANOoOTANSDSATTF — oA —
Mo naadIddNNNNdANNN—————=—=QqQLITTON =700 OOTITNSANRNRAN O L OO0 —~JX Pulse = 6.85[us]
oo NN YT TSI TITITIT T oA AN AAANANANN O OO0 OO OO Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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abundan

0.47
0.13

14
0.22

g

i

20

N NP N

\Kﬂy‘"“/

(JEDLQ

~=

\

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

N =0 —=VMP—=OVMARNTHVAON = =0 =N —=NOWVRANTFTONDOTOMNWONM—ONRNMWPMNWPDO — < O W sexp( 0.2[Hz], 0.0[s] )
NN~ =00 RN NI T OO ENIOOTO—~DDA—NANOORAE O NXAODITNANDDNTF — D W :
mannaAadAddAANNNNNN—~ == QLT =~ 70NN AN RELOOTTNNCHRR AN O QO g trapezoid( 0[%], 0[%], 80[%], 100[%] )
NSNS NN NN N NN NN NS FTTITT N AN == O OO O S I zerofill( 1)
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= machinephase
< g <t ppm
k] ) = = =
=] ] P < < <
B 4 N S\ N
« | J
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
////\\\ Ph/\/\N /‘\ /‘\ //\\\\ Filename = KM2-137-1_proton-1-3.jdf
3 Author = delta
NN O — O > DA o <t © —~ >N Experiment = proton.jxp
aeddgda8= 3a 348 EEE SR8 G Sample_Id = KM2-135-1
[ S S ol Tl S ol e en en (oI e\ o] — Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 18-JUN-2020 14:41:44
- Revision_Time = 7-JUL-2020 16:14:39
_:g =
) g NS} 0 = e " Comment = single_pulse
B = bt} ® < ) ® Data_Format = 1D COMPLEX
I < — < N - - . Dim Size = 13107
T T T T T T T X_Domain = Proton
7.0 6.0 5.0 4.0 3.0 2.0 1.0 Dim Title = Proton
O Dim_Units = [ppm]
///}\\ /\ /‘\ /‘\ ‘ ‘ sire o ene 3
Bn Jk/\ Site = JNM-ECX500
— ~ — =
TEEESE3 N N3 ) 238a EFs I 2\ Spectrometer DELTA2_NMR
M onn N | ~ o L9 N < N
[ S R S o H 3 < < o N N AN A N — Field Strength = 11.7473579[T] (500[MHz])
X : parts per Million : Proton g X_Acq Duration = 1.74587904[s]
= — X_Domain = 1lH
I A , N — — © o 4 X Freq = 500.15991521 [MHz]
S o ] o= 0 S X Offset = 5.0[ppm]
B e E Ph St — ¢ X_Points = 16384
< 7 \ ]AL W A A X_Prescans =1
T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T T T T ‘ T T T T x Resolution = 0_57277737[Hz]
7.0 6.0 X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
/‘/& // /gsgeu—"'%/gﬂ-/JH ////\ Irr Domain = Proton
Ph Irr Freq = 500.15991521 [MHz]
AN AT AN T RO 0T PhA2L29R038Q22530QuRaaRAL ad o0 — %o - Irr Offset = 5.0[ppm]
AN =SSNSO O — N ®© ANOTTANTFTA = —=RNROONOTA—=SOTFTA—=RNOOOTFT TN — R0 .= -
Mmooy —— O 7= NANNAN AN NN G X XK KKK, OO \gTri Domain = Proton
Lol e e S O oLl S ol ol S e HO T¥FFTTAAAAAANANAN =~ 00O SO S I Tri Freq = 500.15991521 [MHz]
X : parts per Million : Proton 6a Tri Offset = 5.0[ppm]
= = Clipped = FALSE
-g o 3 , =o . ol o <+ o o Scans =8
s AR < H | < S S — Total_Scans =8
B E — — Bn\N —_ — [ [ —
< 3 \ N Relaxation_Delay = 5[s]
T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T Recvr Galn = 30
4.0 Temp_Get = 20.8[dC]
X_90_Width = 13.7[us]
\\\ //Jﬂ// // /‘\ ChneTe 2 isaeg e
X_Angle = 45[deg]
— D~ ST XN T =T A0 —~1NOXREASNY WO X Atn = 4[dB]
— OO OTT-IOINTN DO ONTFN—O —Sog —
o= QAN = OV ASSS SR (QQ QDG X Pulse = 6.85[us]
< < ANANAANANANN === == 000000 O OO I Irr Mode = Off
Tri_Mode = Off
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4.0

3.0

2.0

1.0

0

. e . JEOL D
Ph/\)LN/\/Ns N

6-DEC-2019 20:03:13
27-JAN-2020 20:01:11

Actual_Start Time
Revision_Time

1 H
Ph H Ph\/\/N3 N’N\‘N N’N\‘N ---- PROCESSING PARAMETERS ----
i i — — dc_balance( 0, FALSE )
S— |\/Ph 3h (1 equiv) 3a (1 equiv) _ ) Pt::h + Prlw:’h sexp( 0.2[Hz], 0.0[s] )
- : = Bu "Bu t id( 0[%], O[%], 80[%], 100[%
OH TMSOTF (2.5 equiv) nd ud eTaI 1) 1y Ofs1, S0LEL, 10011 )
CH,Cly, -78 °C, 5 min fft( 1, TRUE, TRUE )
5a then 6h 6a machinephase
sat. NaHCO3 aq. ppm
Filename = KM2-3-1_proton-2-5.3jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-3-1
Solvent = CHLOROFORM-D

abundance

Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
— o OE\ E cg Site = JNM-ECX500
Vo~ A ol o cn © = cn 2 A o | ot < S Spectrometer = DELTA2_ NMR
*® s 9 < &e b — L o v o \n —
— - —® oA SO A o I &S| D - B Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
J ULJLL‘ M Total_Scans =38
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 22
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 14.9[dC]
\ . [ I T R (T \ X_90_width = 13.71us]
N /| == 2 N\ & o= nien
X_Angle = 45[deg]
XNV - NN =D FTONRNRXRTATN = NNXRXATOEANDNTONOVNXASTO =0 ANNNANTOXMNO A X X Atn = 4[dB]
ANV N NN OO TANNAN OO RNRXRODOTN—=—0O0R0OWLNONNASNANNTONORNXN WV M =
AN~~~ QL -~ == 2SN NN ELOITITTAANNS RN NN QX RO \GX Pulse = 6.85[us]
oSN YT I YTTTITTITTITTOOAOAAANAAAAAANAAAANNN A= O O OO OO J Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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5 0 o JEOL :; ;
Ph/\/u\N/\/N3 N

0 0102030405¢060708091011 1213 141516 1.7 1.8 19 2.0 2.1 22 23 24

abundance

]

7.303
7274
7.258

. 7.242

07.234

=
o

o
7220
=7.210

7.198
7.193
7.185
7.178
7.171
7.163
7.155
7.152
7.138
5.936

4.353
4.349
4.135
4.122
4.107
3.328
3.322
3.284
3.271
3.257

2.959
2.944
2.928
2.710
2.705
2.695
2.680
2.480
2.464

X : parts per

2.0 1.0 0
I HH\NHHW QH\\\\
S 0 0 WO N 0O X T OO
PN A—SOSXA—~OWn T
B D B B B R B e B B
NN ———~—~S33cc o

0.102
0.000

Actual_Start Time
Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X_Acq_Duration
X_Domain

X _Freq

X Offset
X_Points
X_Prescans
X_Resolution
X Sweep
X_Sweep_Clipped
Irr Domain
Irr_Freq

Irr_ Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

X _90_Width
X_Acq_Time
X_Angle

X_Atn

X_Pulse

Irr_Mode
Tri_Mode

16-JUN-2020 18:10:27
7-JUL-2020 17:01:14

,_'| Pha~_Ns H N N ---- PROCESSING PARAMETERS ----
Ph _ ] N° N N °N dc_balance( 0, FALSE )
|Ph 3h (1 equiv) 3a (1 equiv) —/{ Ph + —( Ph sexp( 0.2[Hz], 0.0[s] )
— - Ph g Ph trapezoid( O[%], O[%], 80[%], 100[%] )
TMSOTf (2.5 equiv) u d zerefill( 1) o)
o . , ,
toluene, -78 °C, 5 min machinephase
5a then 6a ppm
sat. NaHCO; aq.
o~ g (=] [ o~o\ <t [*)) A OWNO o <t
— w“ N S on—a 132) < SONs<E wo g s=] Filename = KM2-130-1_proton-1-3.jdf
Lol — S e _LQo— _ O — OO O Author = delta
Experiment = proton.jxp
Sample Id = KM2-130-1
Solvent = CHLOROFORM-D

single pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_ NMR

11.7473579[T] (500[MHz])

1.74587904([s]

1H

500.15991521 [MHz]
5.0[ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

26

21[dC]
13.7[us]
1.74587904([s]
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abundance

3.0

2.0

1.0

0

"Bu

|LPh

(0]
Bn. N
n N/lL\¢/ 3
Bn Ph o~ N3
3i (1 equiv) 3a (1 equiv)

\
OH
5a

31.58

| | )

>

TMSOTf (2.5 equiv)
CH2Clh, -78 °C, 5 min
then

sat. NaHCO3 aq.

2.00
0.29
1.63
0:88
1.59
1.69

J U

0.26

!

1.53

1.40

1.78

9.0

DO VN~
Ot NN — O
M e @
[N SN SN
illion : Proto

1.953
1.933

) dEDL:s
N
AR
N °N
Ph --—— PROCESSING PARAMETERS ----
"Bu Ph | dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )
HO trapezoid( 0[%], O[%], 80[%], 100[%] )
6a zerofill( 1 )
£ft( 1, TRUE, TRUE )
machinephase
ppm
Filename = s0-02-009-1_proton-1-5.3d
Author = delta
Experiment = proton.jxp
Sample_ Id = so0-02-009-1
Solvent = CHLOROFORM-D
Actual_Start Time = 5-JUL-2018 21:04:48
Revision_Time = 26-DEC-2019 19:34:22
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X _Domain = Proton
Dim Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field_Strength = 11.7473579[T] (500[MHz])
X Acq_Duration = 1.74587904([s]
X _Domain = 1H
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X_Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
&=~ X_Sweep_Clipped = 7.50750751 [kHz]
Qp Irr Domain = Proton
s Irr_Freq = 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Tri_ Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Total_Scans =8
U
Relaxation_Delay = 5[s]
Recvr_Gain = 48
Temp_Get = 17.1[dC]
X_90_wWidth = 13.7[us]
X Acq_Time = 1.74587904([s]
X_Angle = 45[deg]
SELREO TGy XA = 4[dB]
QX QX \O oG X Pulse = 6.85[us]
— OO OO OO g Irr Mode = Off
Tri_Mode = Off
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abundan

1.69

277

e
%
)
—

1.920
1.576

(JEDLQ

abundar|

---- PROCESSING PARAMETERS ----

dc_balance( O,
sexp( 0.2[Hz],

FALSE )
0.0[s] )

trapezoid( 0[%],
zerofill( 1 )

££ft( 1, TRUE, TRUE )

0[%], 80[%], 100[%] )

abundar|

1.97
1.99

4.645
4.364

abundar|

1.0

A

A

O <
> x® N
A,

|
L

e

<
<t
o
(=]

2.310
2.294
2.280
2.265
2.251
1.962
1.945
1.929
1.715
1.278
1.263
1.249
0.928
0.912
0.897
0.889
0.884
0.861
0.845
0.840
0.831
0.813
0.798
0.659

\

0.631

abundan

1.0

4
2.99

0 \©
A
N AN
~ o~

Actual_Start Time

5-JUL-2018 21:04:48

machinephase

ppm

Filename = s0-02-009-1_proton-1-5.3d
Author = delta

Experiment = proton.jxp

Sample_ Id = so0-02-009-1

Solvent = CHLOROFORM-D

Revision_Time

Comment
Data_Format
Dim_Size

X _Domain
Dim Title
Dim_Units
Dimensions
Site
Spectrometer

Field Strength
X Acq_Duration
X _Domain

X _Freq

X Offset
X_Points

X _Prescans

X _Resolution

X Sweep
X_Sweep_Clipped
Irr Domain
Irr_ Freq

Irr Offset
Tri_ Domain
Tri_Freq
Tri_Offset
Clipped

Scans
Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get
X_90_wWidth

X Acq_Time
X_Angle

X_Atn

X _Pulse

Irr Mode
Tri_Mode

26-DEC-2019 19:43:31

single_pulse
1D COMPLEX
13107

Proton
Proton

[ppm]

X

JNM-ECX500
DELTA2_NMR

11.7473579[T] (500[MHz])
1.74587904[s]

1H

500.15991521 [MHZz]
5.0 [ppm]

16384

1

0.57277737[Hz]
9.38438438[kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz]
5.0[ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

FALSE

8

8

5[s]

48

17.1[dC]
13.7[us]
1.74587904([s]
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abundance

4.0

3.0

2.0

1.0

0

Ph

”Bu%kph

OH
5a

(0]
Bn. N
I}IJ\/ 3
Bn
3i (1 equiv)

TMSOTf (2.5 equ
toluene, -78 °C, §
then

sat. NaHCOg3 aq.

22.98

b

Bn
/N O
Pha~_N; BN N
3a (1 equiv) —
[l n
v) Bu
min HO
6i
S & ROSTRRvSS Al
~ Lo led—=d - _o

(JEDLQ

e L UM 22

7.329
7.318
7314

7304

v o— o~
oo~
n oMo
~ o~

7.400

1

<t
3
e
o~
Milli

=
o

X : parts per n:

o
S 7296
= 7.281

7.264
7.255
7.249
7.232
7216
7.202
7.188
7.176
7.142
7.127
5.955

5.113
4.694
4.648

4.559

4.363

4.162
4.147
4.132
3.973

3.288
2.744
2.728
2.713

Ph
'R
N °N ---- PROCESSING PARAMETERS ----
Ph + e Ph dc_balance( 0, FALSE )
Ph n Ph sexp( 0.2[Hz], 0.0[s] )
Bu trapezoid( 0[%], O[%], 80[%], 100[%] )
HO zerofill( 1 )
£ft( 1, TRUE, TRUE )
6a machinephase
ppm
Filename = KM2-101-1_proton-1-4.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-101-1
Solvent = CHLOROFORM-D
Actual_Start Time = 22-MAY-2020 15:05:35
Revision_Time = 11-JUN-2020 17:44:24
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1lH
X_Freq = 500.15991521 [MHz]
) ~ ) o oo X Offset = 5.0[ppm]
™ - N - X Points = 16384
s A - X:Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Total_Scans =38
Relaxation_Delay = 5[s]
Recvr_Gain = 26
2.0 1.0 0 Temp_Get = 18.2[dC]
‘ X _90_Width = 13.7[us]
X_Angle = 45[deg]
NN~ N0WWOARNTO—~\0O00OAN N HX Atn = 4[dB]
QO RNOO T XOVLVLADA — O WV~ =
CANAQSRRRRN GG 0% X% %S QG X Pulse = 6.85[us]
AANAANAAANAAN— ————— O OO OO OO Irr Mode = Off
Tri_Mode = Off
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abundance

3.0

2.0

1.0

0

Ph
O
T o JEOL
BnO 3 Pha~UNs N N
Bh ) NN N" SN
g |Ph 3j (1 equiv) 3a (1 equw)‘ —{ Ph + —/( Ph
u \ - o "Bu Ph "Bu Ph | __-_ PROCESSING PARAMETERS ----
OH TMSOTf (2.5 equiv)
H.Cl,. -78 °C. 5 min HO HO dc_balance( 0, FALSE )
CH,Cl, ) sexp( 0.2[Hz], 0.0[s] )
5a then 6j 6a trapezoid( 0[%], O[%], 80[%], 100[%] )
sat. NaHCO3 aq. zerofill( 1 )
£ft( 1, TRUE, TRUE )
machinephase
ppm
Filename = s0-02-044-1_proton-1-4.3d
Author = delta
Experiment = proton.jxp
Sample_ Id = so-02-044-1
Solvent = CHLOROFORM-D
Actual_Start Time = 7-AUG-2018 01:00:25
Revision_Time = 26-DEC-2019 18:02:23
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X _Domain = Proton
Dim Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field_Strength = 11.7473579[T] (500[MHz])
X Acq_Duration = 1.74587904([s]
X _Domain = 1H
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
I S§ X_Points = 16384
= g 8 & S8 = A 5 S a«x8 18 7 CAES X_Prescans =1
N o t=c LS == LS = oAt S A X Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751 [kHz]
Irr Domain = Proton
Irr_Freq = 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Tri_ Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
AJJ Ly l | J Total_Scans =8
Relaxation Delay = 5[s]
T T T [T T T T T T T T T [T T T T T T T T [T T T T T T T T T [T T T T T T T T T[T T T T T T T T T [T T T I I T T I T[T T T T T T T T T [T T T I I T I T[T T T T T T T T T[T 1T 7| Recvr Gain = 46
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 18.5[dC]
X_90_wWidth = 13.7[us]
MmN A AN | A AR A 2 g
X_Angle = 45[deg]
A Ao YT O ST N® A~ O 0 0 N 0N —~ O T RANROFTIFT NN NN DN X Atn = 4[dB]
SO NOSOA— O on — = © Nt AN — AT ASDASOTUVLAOAS O NS 0 A -
MAaNANq AN~ a9 N~ —~ = q AEEEANAS RN AR X RGO Y X_Pulse = 6.85[us]
. N N N N N e NN <+ <t < <t en N AANANANANANN ————— O OO0 OO Irr Mode = Off
X : parts per Million : Proton Tri Mode = Off
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abundan
0.1 0.3

21.32
ST
2.00
0.32
1.60
1.47
0.39

L

(JEDLQ

; T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
/é%%&§§\ ‘ A\ /K\\ ‘ /k/ﬁ\\$sﬁ\//%%ﬂ\""mmmmmmm“""
dc_balance( 0, FALSE )
A A0 TFTOT RN 0 [ L) 0 00 N 0 — O FT D NOSFEIT 0NN NN W sexp( 0.2[Hz], 0.0[s] )
O NI~ O AN — O\~ v on — > WV T AN — N T AN AT OFT UL NAS-WVNOANAD WV T Al N
R RRRRREEEE ) SRS N — — —~ 9 N EEEANAS QAR AR RS \g trapezoid( 0[%], 0[%], 80[%], 100[%] )
o O ol o S SN Ve NN <t <t <t <t n o ANA A AN~ ———— O OO O SJ zerofill( 1 )
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= machinephase
< <
s * o o o PR
g « S S S
o (o] (@] (o]
< J
T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
////\\\ /\/\ /‘\ /‘\ //\\\\ Filename = s0-02-044-1_proton-1-4.3d
Ph N3 Author = delta
ASRBm=85 2L JIR nmaS X8 Experiment = proton.jxp
MANAANNQ — 3a A a A ~~ O AR XN Sample_Id = so0-02-044-1
SRR P L cnen e (SRS — Solvent = CHLOROFORM-D
: parts per Million : Proton Actual_Start Time = 7-AUG-2018 01:00:25
- Revision_Time = 26-DEC-2019 17:55:45
< ]
E ] [l: g g Comment = single_pulse
B 1 : ~ ~ Data_Format = 1D COMPLEX
< g F‘ ) N Dim Size = 13107
T T =T =T =T T T T =T = T X Domain = Proton
7.0 6.0 5.0 4.0 O 3.0 2.0 1.0 Dim Title = Proton
Dim_Units = [ppm]
//\\\\ ‘ N ‘ Dimensions =X
BnO 3 Site = JNM-ECX500
Ex8SILHI sy v Q Spectrometer = DELTA2_NMR
F e nononq N ) . 0
e Ll ol o ig el 3] — Field Strength = 11.7473579[T] (500[MHz])
: parts per Million : Proton X_Acq Duration = 1.74587904[s]
= - i X _Domain = 1H
_g o E X _Freq = 500.15991521[MHz]
s — Ph = = 2 X 2l ¢ X offset = 5.0[ppm]
B E | S ~ — — 4i—{ X_Points = 16384
< 3 1 A X Prescans =1
T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T T T T T T X_Resolutlon = 0_57277737 [Hz]
7.0 6.0 ,N\\ X_Sweep = 9.38438438[kHz]
N N X_Sweep_Clipped = 7.50750751 [kHz]
N ™ /42%) zé?gﬁﬂ”%fiig;;;’JJ/%j\n@m“ ~ $60.15
Irr_Freq = 500.15991521 [MHz]
NV AO- AWV T OO NN 0 nBu N OO AT ANDTOUL AUV AN ONAANOANAN-IATFT VN O —N0ANT — Irr Offset =5.0[ppm]
N~ O OANARNO>O O — O 0 AN O TN T AN —~— N0 OWNOTAN O TN —NN0VXOOF N — WVt o L= .
R R R R RS m.~~.~.t\.l\.l\.m.ww.ﬁ-.dc\.oﬁOﬁr\.ﬁlwN.c\.owqwwoqwoqoqool\.OQCTn_Domam = Proton
[ N T o S o o N S O HO 6a TYTTFTFadaddddddl -~~~ TS O000O0SO OSSOSO I Tri_Freq = 500.15991521 [MHz]
: parts per Million : Proton Tri_Offset = 5.0[ppm]
= = Clipped = FALSE
_g il ~ O Scans =8
g 1 : g 5‘ BnO g Q 5 Total Scans =8
0 = N — — — <l o
< b ) N | ]W Relaxation Delay = 5[s]
T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T NN\ ‘\WN T T T T T T T ‘ T T T T T T T T T ‘ T T T T Recvr Gain_ = 46
7.0 6.0 5.0 4.0 3.0 2.0 1.0 Temp_Get = 18.5[dC]
Ph X_90_Width = 13.7[us]
A | | "B P | N A e s
X_Angle = 45[deg]
zgroggEns = g HO g g 8 ZIgIpgxae = 41
nenononaAaNAdAA (o K= — — o N S Sy ¥ O \© g X Pulse = 6.85[us]
N N R N S S N o won < NN == = S O S © S I Irr Mode = Off
parts per Million : Proton Tri_Mode = Off



Hiroki
スタンプ

Hiroki
スタンプ

Hiroki
スタンプ

Hiroki
スタンプ


7.0

6.0

5.0

4.0

3.0

2.0

1.0

0

abundance

0]

Ph)]\/N3

Pho~Ns
3k (1 equiv) 3a (1 equiv)

16.06
2.00

| S

TMSOTf (2.5 equiv)
CHzClp, -78 °C, 5 min
then

sat. NaHCOj; aq.

0.98

9.0 8.0

AN
>

X : parts per Millio

8.007

993
918
905
5.957
5.725

7

7

7

<t o ool
% - S
(=] —_ L, —
- y

5.0 4.0

4.157

4313 ~_
167

4569 ——
4.143
4.127

A dEDL:s
N
N N
={ Ph
n Ph ---- PROCESSING PARAMETERS ----
Bu dc_balance( 0, FALSE )
HO sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
6a zerofill( 1 )
£ft( 1, TRUE, TRUE )
machinephase
ppm
Filename = s0-02-019-1_proton-1-7.3d
Author = delta
Experiment = proton.jxp
Sample_ Id = so0-02-019-1
Solvent = CHLOROFORM-D
Actual_Start Time = 11-JUL-2018 16:35:30
Revision_Time = 26-DEC-2019 11:17:44
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X _Domain = Proton
Dim Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field_Strength = 11.7473579[T] (500[MHz])
X Acq_Duration = 1.74587904([s]
% £ X _Domain = 1H
a2 X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X_Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751 [kHz]
Irr Domain = Proton
Irr_Freq = 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Tri_ Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Total_Scans =8
| R
Relaxation_Delay = 5[s]
Recvr_Gain = 36
1.0 0 Temp_Get = 18.3[dC]
X_90_wWidth = 13.7[us]
X Acq_Time = 1.74587904([s]
X_Angle = 45[deg]
N — O < O © I~ X Atn = 4[dB]
S8BT L5 E xpulse = 6.85[us]
— 9 OO0 oo OO g Irr Mode = Off
Tri_Mode = Off
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[=) ]
< ] \O
o] 4 =} (=3 <t O [ [ N — o~ y]
= b N N - Q<2 ) - < < A
=] J — [\ I =) — ol — =) ~ — e} o
Z n JEOL
T T T ‘ T T ‘ T T ‘ T T ‘ T T T T T ‘ T
0 5.0 4.0 3.0 2.0 1.0
- N A A T N A e e
dc_balance( 0, FALSE )
59 2 0525 SRRSO NCTSR RS TS Y8 Y §T g sexp( 0.2[H2], 0.0[s] )
S = oo AANANEREOANANRA QRN R RO OO G trapezoid( 0[%], 0[%], 80[%], 100[%] )
. v <+ < AN ANANANANN == O OO0 OO S S I zerofill( 1)
arts per Million : Proton ££t( 1, TRUE, TRUE )
= machinephase
3 ppm
I o o o
5 < < <
= IS IS\ Sl
© J
T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
5.0 4.0 3.0 2.0 1.0
////\\\ /\/\ /‘\ /‘\ //\\\\ Filename = s0-02-019-1_proton-1-7.3d
Ph N3 Author = delta
[ ® <+ © — > QN> Experiment = proton.Jjxp
3a 2238 HK8 SRIIED R Sample Id = 50-02-019-1
N e N AN o Solvent = CHLOROFORM-D
Actual_Start Time = 11-JUL-2018 16:35:30
- Revision_Time = 26-DEC-2019 11:48:17
< ]
E ] 8 Comment = single_pulse
B ] S Data_Format = 1D COMPLEX
< ] A Dim_Size = 13107
T T T T r T X _Domain = Proton
5.0 4.0 3.0 2.0 1.0 Dim Title = Proton
(@) Dim Units = [ppm]
Dimensions =X
N3 Site = JNM-ECX500
= Ph Spectrometer = DELTA2_NMR
o)
~ 3k Field Strength = 11.7473579[T] (500 [MHz])
X Acq_Duration = 1.74587904([s]
= - X _Domain = 1H
S o] 5 3 8 2 3 g ¢ xrreq = 500.15991521 [Miz]
S — 7 Lol ~ —_ —_ X Offset = 5.0[ppm]
B E X_Points = 16384
< E 1 A X Prescans =1
‘ \ T \ T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T T T T X_Resolutlon = 0_57277737 [Hz]
N ‘\N X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751 [kHz]
%’%\\ Ph // /% //// \ | ZEm-pomain e
Irr Freq = 500.15991521 [MHZz]
AN AN AN T 0O N O T hc\omONl\Novomv—4NmomoomoooNl\ov—4lﬁo—4mooo<r—Irroffset = 5.0[ppm]
AN —SSANXSOOA— N ANOTATA ROV ONOTA =N OTA—=NOOOFT T — W - N
Mmooy —— HO === NANNANG AN NN G XX KR QKRN0 XN O\ \gTri Domain = Proton
Lol e e S O oLl S ol ol S e fa T¥FFFTaAANANANANANANAN "~~~ 1TSS SSSSOSSSSSS S I Tri_Freq = 500.15991521 [MHz]
X : parts per Million : Proton Tri_Offset = 5.0[ppm]
= = = Clipped = FALSE
£ & g gzl S % 5 5 | scane .-
g o E < S = - ~ p = . Total_Scans =8
o —3 :
] B Jt [l Relaxation Delay = 5[s]
T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T Recvr Gain_ = 36
. . 5.0 40 ph_ P 3.0 2.0 1.0 Temp_Get = 18.3[dC]
X_90_Width = 13.7[us]
| | N N A= | [ e
N' \‘N X _Angle = 45[degq]
2 2 X ZRoEIE UGGy XA = 418
~ a —{ Ph SARN R 0 % B0 O O W X Pulse = 6.85[us]
%) < "B Ph A== — 0SS S S S S S Irr_Mode = Off
u Tri Mode = off
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2.0

1.0

0

abundance

Ph
i 0 JEOL
Ph
N3
Ph Pha~_N3 N, N,
Ph NN N" °N
I I — J— ---- PROCESSING PARAMETERS ----
A Ph 3k (1 equiv) 3a (1 equw)» Ph + Ph dc_balance( 0, FALSE )
u—=—X . nBy Ph NBu Ph | sexp( 0.2[Hz], 0.0[s] )
OH TMSOTf (2.5 equiv) ud ud trapezoid( 0[%], O[%], 80[%], 100[%] )
) H zerofill( 1 )
toluene, -78 °G, 5 min ££t( 1, TRUE, TRUE )
ba then 6k 6a machinephase
sat. NaHCOg aq. ppm
Filename = KM2-89-1 proton-1-3.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-89-1
Solvent = CHLOROFORM-D
Actual_Start Time = 19-MAY-2020 17:08:41
Revision_Time = 11-JUN-2020 14:54:51
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
fg Field Strength = 11.7473579[T] (500 [MHz])
aiq X_Acq_Duration = 1.74587904([s]
SO can QY S [oN) (o)) (o] <)) <t (= <t o X Domain = 1H
00 el |- 1S ©~ o e — ~ Ne) o) o) |
oo s o o LS o = s= s/« S &S X Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
t ﬁ‘___'J Total_Scans =38
_J
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 34
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 18.3[dC]
i | Il ‘ I X_90_width = 13.7[us]
i R R
X_Angle = 45[deg]
MO~ AORNMNPAONANNETFTOLTIN—"OVOTNATOINMTOO VO TAT AT~ —=OANX—A AWV — 0w —X Atn = 4[dB]
SA O RXAOVOTFTN O NA—~ONANXONANOODATVAONTAOOTNODNENOOTN—=TODORN0N T WA — G =
SHaT VYNNI NATNONAaAAAAAAR T TN == AEESARARRRNN RS KK 0 XSG S QY Y X Pulse = 6.85[us]
cooeoc~occcoccc DT T F T OO NN AANANAN A A === O OO0 00 OO0 OO Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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abundan
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JMLOEMC m

1.0

(JEDLQ

O
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

T8 SERNSZREeR T eSS g YU RRF g seel 0.2tz 0.0a] )
== AN EONOSRRRARNN SR R KRR SO S G trapezoid( 0[%], 0[%], 80[%], 100[%] )
T AnmnddddNN A~ A0 000 SIS S I zerofill( 1)
£fft( 1, TRUE, TRUE )
= machinephase
S ] 5 g g g ppm
=) ] N N N N
B |
< il J
T T T T T T T T T ‘ T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
AN Ph™ "N AN AN othor St
3 Author = delta
NN O — O > DA o <t © —“ >SN o Experiment = proton.jxp
aeddgda8= 3a 348 EEE S8R G Sample_Id = KM2-89-1
L O Ll S ool o o NN en (Sl e\l o] — Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 19-MAY-2020 17:08:41
- Revision Time = 11-JUN-2020 15:05:25
< - o v o [=3 -
= 1 @@ a2 N
= 1 — — ] Comment = single_pulse
2 ] Data_Format = 1D COMPLEX
s Il | N Dim_Size = 13107
TTr T oTr oo T T =T =T =T T =T T T X Domain = Proton
7.0 6.0 5.0 4.0 3.0 2.0 1.0 Dim_Title = Proton
O Dim_Units = [ppm]
/\ /\\K\ ‘ site o g
Ph N3 Site = JNM-ECX500
L g g = ° g g % % l[: Spectrometer = DELTA2_ NMR
QRO O 0N A \n
T S SN S NN <~ 3k Field Strength = 11.7473579[T] (500[MHz])
X : parts per Million : Proton X_Acq Duration = 1.74587904[s]
= — So— — = < - - X_Domain = 1H
_g B - Ph o o S 3] o)) =} X_Freq = 500.15991521 [MHz]
S o (S S N — { X_Offset = 5.0[ppm]
2 — X Points = 16384
el ] f\! = =
< J | L X_Prescans =1
T T T T T T T T T ‘ T T T T T T ‘ T \K\ T I T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T x Resolution = 0_57277737[Hz]
7.0 6.0 N° SN 5.0 4.0 3.0 2.0 1.0 X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
= = == | T _peem
n Ph Irr Freq = 500.15991521 [MHz]
NN AN T 0O NN X T Bu NONMOoOANNOSOTOMN—ANANINRNONSNT = O — T — Irr Offset = 5.0[ppm]
NN — OO NN O OA N 0 ANO TN TN~ — N0 OO TAN O FTAN —NXOOF T N— WVt L .
MR RERRR R R HO M= =N ANANRAN AN QG R QKK QK OO g Tri Domain = Proton
Lo N S e N L S S S S SN SN N fa TFFFTdddddddAN T~~~ S SSSSSSSSSSSS I Tri_Freq = 500.15991521 [MHz]
X : parts per Million : Proton Tri Offset = 5.0[ppm]
= - Clipped = FALSE
-‘é o3 o e : o % v v Scans =8
S - < b — < ) ) ) Total Scans =8
5 3o — — I S — ) -
'-:% E Relaxation Delay = 5[s]
T T T T T T T T T ‘ T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T T ‘ T T T T T T T T T ‘ T T T T Rech Galn_ = 34
7.0 6.0 5.0 4.0 (@) 3.0 2.0 1.0 Temp_Get = 18.3[dC]
Ph X_90 Width = 13.7[us]
\ NLN\ ‘ // ///&//\ ChneTe 2 isaeg e
/N\\ X_Angle = 45[deg]
ETAEMOMANE—~0SMn O O © N N NS~~~ SN X Atn = 4[dB]
VO AN O FTNAANO N0 O W — o~ — NN =00 0>V A~ O —
RN R IR IR A s ! —/( Ph S QAN YRR XXX O X Pulse = 6.85[us]
o N R e N S S N e e T ) < NS S S SS S 3 Irr Mode = Off
X : parts per Million : Proton nBy Ph Tri_Mode = Off
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abundance

5.0

4.0

3.0

2.0

1.0

0

A JEOL
Ph
Ph N "N N "N OCESSING s
i i ---- PROCESSING PARAMETERS ----
n —_ I/Ph 3' (1 eqUIV) 3a (1 equV)» — Ph + — Ph dc_balance( 0, FALSE )
Bu—— . By Ph By Ph | sexp( 0.2[Hz], 0.0[s] )
OH TMSOTf (2.5 equiv) ud ud trap:;iic(l(IO)[%], O[%], 80[%], 100[%] )
o H zerofi
CHCly, -78°C, 5 min ££ft( 1, TRUE, TRUE )
5a then 6l 6a machinephase
sat. NaHCQ; aq. ppm
Filename = KM3-16-1_proton-1-3.3jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM2-16-1
Solvent = CHLOROFORM-D
Actual_Start Time = 20-JUL-2020 18:24:35
Revision_Time = 22-JUL-2020 15:31:19
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
0 X_Acq_Duration = 1.74587904([s]
golz S o — = ©o - N o —e o X Domain f 1H
U 1S > <+ o S ) © " o = X_Freq = 500.15991521 [MHz]
o e = L —— = -0 /N SO oA X _Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Total_Scans =38
A ) A
Relaxation Delay = 5[s]
L e e L s B s e By e It - AP PO = 26
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 23.1[dC]
‘ | | N X_90_width = 13.7[us]
e e S s R L B
X_Angle = 45[deg]
AN OONA —~0AANETN—~ 0O FTA =~ NOANNON—~—FT AN~ NTOTO—~ANAANONIN—~ O NG X Atn = 4[dB]
DO MN AN AT N—= RO NNONVATA OO NA—NRXOAODLNAORNOFT NI AOD NG =
MmO A=~~~ AT =~ 7= NAEE00ASRRANRR 0NN K%K K0®R GG S YN I X Pulse = 6.85[us]
oo b T I T T T oA AN A A== O O 000000 OO g Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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= ] ~ o o — © o~ I — oN —
< ] ) < < <t < < x ® ® b o
& 1 I I — oS~ —_ — __ o (\l S
= 1
£
o T T T T T T T ‘ T T T T T T ‘ T T T T ‘ T T T T T T ‘ T T
4.0 3.0 2.0 1.0
/& /////JU %’%/%UJ//J/M%\ ---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )
NN OOMNA—~RXANSN—~O TN~ 0O NNOWVM =T = AN~ 0NNTOTO = AN O WYX — O O sexp( 0.2[Hz], 0.0[s] )
O N A A =N AN RO MmMmih ATO -0 INA—~—ROOAV N AORNROFTNANOEN AN T DN :
nmoannnonaodANNNNNNN— === — O N~ == AN LCO0ASRANRNANRNRANNX XX KN OO OO N trapezoid( 0[%], 0[%], 80[%], 100[%] )
[ e e L T o e e S e e N N N S s FEFTFTFT A ddddNNN ===~ 00000 OO S T zerofill( 1)
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= machinephase
< R < =) =) =) ppm
< ® S S S
g b N N N [\l
CHN 1
T ‘ T T ‘ T ‘ T T ‘ T T ‘ T T ‘ T T T ‘ T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
/}Q\L\ /‘\ /‘\ //\\\\ rathor T Segea PToteniTS.ddr
Ph/\/\ N, Author = delta
NSO — O — . - .
A58 H=8% LI RIX asasse Experiment proton.jxp
RRRERE 3a R oo SR & RN Sample_Id = KM2-16-1
Lo e e L i o cnoenen AN — Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual Start_Time = 20-JUL-2020 18:24:35
- - - = Revision_Time = 22-JUL-2020 16:44:46
3 ] ® ~
b= 1 ~ N Comment = single_pulse
B 1 Data_Format = 1D COMPLEX
< ] Dim_Size = 13107
o T T [T T T T T X_Domain = Proton
5.0 4.0 3.0 2.0 1.0 Dim Title = Proton
Dim Units = [ppm]
Ph N Dimensions =X
N3 Site = JNM-ECX500
TS IR R RITI R RRIERR]IG < Spectrometer = DELTA2_NMR
N R R R R R R R R R B R B o«
I R i L I Il < 3l Field Strength = 11.7473579[T] (500[MHz])
X : parts per Million : Proton X_Acq Duration = 1.74587904[s]
- - &0 = X_Domain = 1H
S o S Ph & 3 8 2 3 2| { x_Freq = 500.15991521 [MHz]
S — o\l Sl N o\l — I q X Offset = 5.0[ppm]
=3 E X Points = 16384
vD | _— _
< E A | A X_Prescans =1
[T T T T L B L T X_Resolution = 0.57277737[Hz]
0 3.0 2.0 1.0 X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
/& e )\ | ope
Irr Freq = 500.15991521 [MHz]
NN OO NN T 0D NN O T OV OANANOFTOMNM —A VAN XNO RO T —n O — 00 - Irr Offset = 5.0[ppm]
R R R R R R R R R A ==~ R A AN QNN O R ® KRR R XX R XSS G Tri_Domain = Proton
Lo S N O e L S S S S S S F¥FFadddadaadda—"—~—"" -~ " SSSSSSSSSSS S ST Tri_Freq = 500.15991521 [MHz]
X : parts per Million : Proton Ph Tri Offset = 5.0[ppm]
= = = — \\ N Clipped = FALSE
- o) < < PAARS Scans =8
<73 = ~ —_ N~ N
o3 = Total_Scans =8
= >_<
El — — — T P‘T:)‘ — Relaxation Delay = 5[s]
n Recvr Gain = 26
7.0 6.0 5.0 4.0"Bu ¥—Pho At z 2 e
HO X_90_Width = 13.7[us]
6' X_Acq_Time = 1.74587904[s]
CNONMOAO —~—FTATINO O S O o M N 0O N o~ oo o oy SAngle = 45[degq]
FTLT O —~SARANOE=O0OD TN T N FTAANA—~0RNOEO N FTANNN— — O 00~ = DG X Atn = 4[dB]
nmoananondAANNANN—— =S N Y QY QY QY Q Q0 Q00 000 XXININNINFLY LYY WNNWyhi1se = 6.85[us]
e O e S S S O e e N S S A N N ) < B I T i R R e R e B e I e i i i I B B B I I S I S :
eqq- Irr_Mode = Off
X : parts per Million : 1 Tri Mode = Off
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(

Recovery fraction

W

= Ph
1 N3 Pha_~UINs N, N,
< A Ph . . N N N° °N
N 1 . |_Ph 3o (1 equiv) 3a (1 equw)‘ —/{ Ph + —{ ph
] - \ . - n Ph n Ph
] oH TMSOTF (2.5 equiv) Bu Bu
oo ] CHoCly, 78 °C, 10 min HO HO ---- PROCESSING PARAMETERS ----
Q = 5a then 60 6a dc_balance( 0, FALSE )
g1 sat. NaHCO« a sexp( 0.2[Hz], 0.0[s] )
. ' 3.8% = e e S @ o trapezoid( 0[%], 0[%], 80[%], 100[%] )
=5 ] < < — — ~ o — zerofill( 1 )
S < A < < N Siea s ££t( 1, TRUE, TRUE )
T T 17T ‘ L L L ‘ T T T T T T T ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L ‘ T T T T T T ‘ T T T T T T ‘ T T 1T T maChlnephaSe
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 ppm
N~ DN NN NORXRTOTAAMNONND - ONTOONONODOTARXT —~NXNRXAN —~—NNONOADNO DG
T~ — NN X ANANOOOINAETN RO DNATORARAN AT N ORI ATONARXS OO I
OO ANANANANNNANN——— =20 AR LY =N RNRREFRLVOON T ARSI
L O L O o o o L S S N = R R T Y I e I I S I S I S I O R R R I I T T I I I I I I I == = IR =SS -
X: parts per Million : Proton Filename = KM1-10-1_proton-1-3.jdf
Author = delta
] Experiment = proton.jxp
o ] /\/\ Sample Id = KM1-10-1
g Ph N Solvent = CHLOROFORM-D
] 3 Actual_Start Time = 28-JUN-2019 14:49:50
o Revision_Time = 10-JAN-2020 17:40:26
] 3a _
] Comment = single_pulse
o A 5 Data_Format = 1D COMPLEX
8 ol b= = = Dim_Size = 13107
=) 1 M ~ ~ ~ X_Domain = Proton
-g S 7 i Dim Title = Proton
g — 9 Dim Units = [ppm]
o 7 Dimensions =X
N T T 17T L L T T T T T T 1T 1T L L L L L L L L L L L L L L L L L T T T T T T T T T T T Slte = JNM_ECXSOO
‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ Spectrometer = DELTA2 NMR
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
A~ oo © o> DA 0 ®© o~ o> X_Domain =1
NSO AND N —~O ® SN N —~ & mmmomg X_Freq = 500.15991521 [MHz]
M ANNANNN— MAN Y RN X Offset = 5.0[ppm]
. o S S SN S S S O e AN X Points - 16384
X : parts per Million : Proton X Prescans -1
| X_Resolution = 0.57277737[Hz]
E X_Sweep = 9.38438438[kHz]
= X_Sweep_Clipped = 7.50750751[kHz]
< 4 Irr Domain = Proton
o~ E Irr Freq = 500.15991521 [MHz]
E Irr_Offset = 5.0[ppm]
oé Tri_Domain = Proton
AR N3 = Tri Freq = 500.15991521 [MHz]
E S i -
[0} El - SN Tri_Offset = 5.0[ppm]
2 <=4 j & " Clipped = FALSE
_g mé 30 N — Scans =8
= E| Total Scans =38
= o.; -
o — ] .
] 3 Relaxation Delay = 5[s]
T T 17T ‘ L L L ‘ T T T T T T T ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L ‘ T T T T T T T ‘ T T T T T T ‘ LB Recvr Galn_ = 36
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.9[dc]
X_90_Width = 13.7[us]
‘ /\ K\\\ ‘ X_Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
2 FZ222388% g |xawm = 418)
N =R ExY R e on < X_Pulse = 6.85[us]
O = O o Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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[ Recovery |

2] fraction 0
e Bn
1 Bn< JJ\/N?, l\\l O
| N ' JEOL
] / Il| N H N
B 4 N 7’ N
] Ph _ _ N" SN N" TN
] . LPh 30 (1 equiv) 3b (1 equiv) o —/{ Ph + >— Ph
o Bu—— \ > nBU Ph nBU Ph ---- PROCESSING PARAMETERS ----
~] OH TMSOTf (25 equ|v) dc_balance( 0, FALSE )
] CH-Clo. =78 °C. 10 min HO HO sexp( 0.2[Hz], 0.0[s] )
2V 12, f trapezoid( O0[%], O[%], 80[%], 100[%] )
] 5a then 60 ,% 6b zerofill( 1 )
] sal. NaHCO; aq. S S el ££ft( 1, TRUE, TRUE )
1 S ,g Sl machinephase
i ppm
<]
— .
© ]
g i
< B Filename = KM1-12-2_proton-1-4.3jdf
E 1 Author = delta
= ] M J JJ ‘ Experiment = proton.jxp
= Wu . A .| sample 1d = KM1-12-2
LA B ) LB B Solvent = CHLOROFORM-D
90 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Actual_Start Time = 2-JUL-2019 20:28:51
Revision_Time = 22-FEB-2020 18:52:50
‘ ‘ ‘ /\ \\\ ‘ Comment = single pulse
[3a) (=3 NS DNT DT 0N =3 Data Format = 1D COMPLEX
N} ° NONO VA > S A
N = — 0 OO 0N S Dim_Size = 13107
o o~ gl A =) X_Domain = Proton
X : parts per Million : Proton Dim Title = Proton
- Dim_Units = [ppm]
S Dimensions =X
AN 4 Site = JNM-ECX500
- ] Spectrometer = DELTA2_NMR
® 7 Field Strength = 11.7473579[T] (500[MHz])
o 1 X_Acq_Duration = 1.74587904([s]
~ X_Domain = 1H
b X_Freq = 500.15991521 [MHz]
- N X_Offset = 5.0[ppm]
O 3 X Points = 16384
o ] X_Prescans =1
w“ X_Resolution = 0.57277737[Hz]
] 30 X_Sweep = 9.38438438[kHz]
o X_Sweep_Clipped = 7.50750751[kHz]
< 7 Irr Domain = Proton
] = Irr Freq = 500.15991521 [MHz]
S ) © Irr Offset = 5.0[ppm]
AN = N2 Tri_Domain = Proton
o] jg b Tri_Freq = 500.15991521 [MHz]
0~ Tri_Offset = 5.0[ppm]
2 . Clipped = FALSE
_g = Scans =8
S Total_Scans =38
= ]
";% o b L Relaxation Delay = 5[s]
T T 17T ‘ L L L ‘ T T T T T T T ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L ‘ T T T T T T T ‘ T T T T T T ‘ LB Rech Galn_ = 44
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 20.3[dc]
X_90_Width = 13.7[us]
‘ /\ K\\\ ‘ X_Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
3 FIZ828R8E g |xawm - 41de]
IS — X0 & \© 000 un S X Pulse = 6.85[us]
O = AN o Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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abundance

0 0.10203040506070809101.1121314151.6171819202.12223242526

(0] Bn‘ Ph dEDL
Bn\NJ\/Ng, N ° o
H’ \(
|1| Ph\/\/N3 N'N‘\N ,N¢ --—-- PROCESSING PARAMETERS ----
. . N N dc balance( 0, FALSE )
3b (1 equnv) 3a (1 GQUIV) sexp( 0.2[Hz], 0.0[s] )
> =2 -+ trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
toluene ££t( 1, TRUE, TRUE )
rt machinephase
ppm
7 8b 8a
Filename = KM1-95-1 proton-1-3.jdf
Author = delta
cer & © o o [=Y=) — o O NO—<FSD O SR Experiment = proton.jxp
yo@. = < ‘NN NS AN SYF—N s an Sample Id = KM1-95-1
_ == O 4+ _oo _ 0N S Y o\ B o\ (= =l el L TSNS Solvent = CHLOROFORM-D
Actual_Start Time = 8-0CT-2019 16:23:05
Revision_Time = 25-DEC-2019 15:54:57
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration = 1.74587904([s]
X_Domain = 1H
X_Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
J Jh JMUM J Total_Scans =38
: : Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 24
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 19.4[dC]
X 90 Width = 13.7[us]
%\ | 1l I L T L —— \ X_Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
TRXTTLAT NI DRANONRN—=X0N =N NXIFTNXOXONOODVNANN =D FTTONNON NNV O — O G X Atn = 4[dB]
T T TN N A NN O NN ITETTNANANNODORNXOENEEETLOUVLNTNATO—N AN TOOOOFTNAO NS G =
T nooaannoaaddddANddNNNNN S ==~~~ =90 xqLTITANNNSTEOONANNRNRXXJ X Pulse = 6.85[us]
L N T S o o o S e N N L o o N L L S o S S N A L T o o o o N e T e T e T B L B S B O B S B N AR R T T, o Y roYs P = Off
X : parts per Million : Proton Tri Mode = off
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abundan

—
= JEOL
4.0 3.0 2.0
L ] [ M /KK ———— PROCESSING PARAMETERS —-——
= dc_balance( 0, FALSE )
TOXTTLAT NI ANOMAN—=VN =N NXVTORVOIXVNOODVLAN =T TONN =AY N WO =Y sexp( 0.2[Hz], 0.0[s] )
TITT TN AANAN "0 NN NTITTNANODONRXRROE-TEDOD VNI ANANTO—ANENTOSDOOFT OO ;
S nnnnnnaddddNNaNNdAdS ==~ =~ === =900 aYTANNNSE QY nN X g trapezoid( 0[%], 0[%], 80[%], 100[3] )
SN~ NN NN N S NN NN N NN S NN N NNt n e nn AN~~~ — — zarofill( 1 )
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
E = machinephase
=] E ppm
I 3 < =3 =3 =
=5 O 3 ® < < <
23 N o\l o\l N
|~ |
T ‘ T T ‘ T T ‘ T T ‘ T T T ‘ T T T T ‘ T T T T
6.0 5.0 4.0 3.0 2.0
Ph/\/\N /‘\ /‘\ ///\\ / Filename = AmideProd_KM1-95-7_proton
3 Author = delta
< — <t Y 0 O ¢ X cq O g Experiment = proton.jxp
3a SRR 888 & & % B 3 ¢ sample 1d = KM1-95-6
N o N AN — — — — — — Solvent = CHLOROFORM-D
Actual_Start Time = 7-NO -2019 16:03:11
- Revision_Time = 25-DEC-2019 18:10:19
=] ]
E 7 = o Comment = single_pulse
2 ] N ) Data_Format = 1D COMPLEX
< ) Dim_Size = 13107
T T T T T X _Domain = Proton
6.0 5.0 4.0 3.0 2.0 Dim_Title = Proton
O Dim_Units = [ppm]
/\ ‘ Dimensions =X
Bn\N N3 Site = JNM-ECX500
NaAl ol Spectrometer = DELTA2 NMR
! +3 & N
H 3b < < o Field Strength = 11.7473579[T] (500 [MHz])
Ph X_Acq Duration = 1.74587904([s]
\ — -
= - O X _Domain = 1H
< i X Freq = 500.15991521[MHz]
~ -
2 ] S X Sl S =] 3 X Offset = 5.0[ppm]
B B S S —-< ol ol X_Points = 16384
< 7 2N TN\ " . X_Prescans =1
! T T T X _Resolution = 0.57277737[Hz]
Z 4.0 3.0 2.0 X_Sweep = 9.38438438[kHz]
X Sweep Clipped = 7.50750751 [kHz]
1] l e U IR — —
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
R BrS8ENES Y ICYS R 2T 8RRy |Irr offset = 5.0[pem]
—H oo oYY YISO 0 nn —— — | Tri Domain = Proton
N O LT N N SN R R o B o S B S B o B o B S B o B S I S I S I S I S I S I Tri Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
= = Clipped = FALSE
_g i Scans =8
= b Total_Scans =8
B ]
] b Relaxation_Delay = 5[s]
! Recvr_Gain = 38
Temp_Get = 16.7[dC]
X_90_Width = 13.7[us]
X Acq_Time = 1.74587904([s]
X_Angle = 45[deg]
CNARNTOOXNTRONU ATV TANOXXNEEANANRND =N —=0FNAANODOO =~ NN AN AN < X Atn = 4[dB]
EELVOLVLOOVOTTON =00 RNVOXEIONNNTITANAN——OANRNANXOE-O0OONTNA—~0NANRNDNOA— =N —
MR R R RRERERRERERERERERRERR DO cieh-deinh a2 RS R = 6.85[us]
Lol e e T S o o e e S T e o N T T e T o S o e T e e e o e e e e e o e N TR i - I s S ol o) Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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abundance

3.0

2.0

1.0

0

i i " JEOL
Bn\NJK/N:; H,N O
|
H Ph N3 LN Moy
. . ---- PROCESSING PARAMETERS ----
3b (1 equw) 33 (1 equw) dc balance( 0, FALSE )
> + sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
methanol zerofill( 1 )
rt ££t( 1, TRUE, TRUE )
machinephase
7 8b 8a ppm
Filename = KM1-103-1_proton-1-4.jdf
Author = delta
Experiment = proton.jxp
Sample Id = KM1-103-1
Solvent = CHLOROFORM-D
Actual_Start Time = 17-0CT-2019 19:22:28
Revision_Time = 25-DEC-2019 18:18:42
Comment = single_pulse
Data_Format = 1D COMPLEX
Dim_Size = 13107
X_Domain = Proton
Dim_Title = Proton
Dim_Units = [ppm]
Dimensions =X
Site = JNM-ECX500
Spectrometer = DELTA2_ NMR
©° Field Strength = 11.7473579[T] (500[MHz])
w N < o ~r~ w“ o OO N O~ o X_Acq_Duration = 1.74587904([s]
ne « < << a < \nen © INoW S x X Domain = 1H
- = o I oo " en L — P olommoo LSS X:Freq = 500.15991521 [MHz]
X Offset = 5.0[ppm]
X_Points = 16384
X_Prescans =1
X _Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438[kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
Irr Freq = 500.15991521 [MHz]
Irr Offset = 5.0[ppm]
Tri_Domain = Proton
Tri_Freq = 500.15991521 [MHz]
Tri_Offset = 5.0[ppm]
Clipped = FALSE
Scans =8
Total_Scans =38
w 1 JLI A A
Relaxation Delay = 5[s]
L I e e 1L B e B B e Lt B B A L POt e E = 26
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 18.5[dC]
\ L0 1 X_90_width = 13.71us]
= s — X_Angle = 45[deg]
COTRXANRXRANOONNXOXFTNAODRXTTNRXAOVOTXVLLNOTANTATTITNT-OANRXRTNT VO WV — > A G X Atn = 4[dB]
QXTI NTFTTONNA OO0 NTNANORNXOE-IOOT AN VLTNANOCONA— NN =0 OO G =
TTIITILTL Nl -1 =—=—=—=93090a =3It NAN— =SS QYOG K% xn X Pulse = 6.85[us]
eSS SN NN NN N ST nnannnn AN~ —— —J Irr Mode = Off
X : parts per Million : Proton Tri Mode = off
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abundan
0.1

0.46
0.82
0.93

o JEOL D

T
2.0
M Il m\\u R T \‘& . PROCESSING PARAMETERS —- o
dc_balance( 0, FALSE )

COTOANXRANOONNOIFTNAODNSTTNRXAVLOTVVLDVLOTIAITTASTTLNTEOANXT NI VOV — > AN sexp( 0.2[Hz], 0.0[s] )
QRO OTTONNAN =00V ONTNANODNXOETOOTOATDNTOANOODOA— T —— NVWO DDA QI :
TEELITETLT AN NN -~~~ 90000 —=oTETLTaNANN—~ =3O QE 00 ®xog trapezoid( 0[%], 0[%], 80[%], 100[%] )
L O T T o o o T o e e T e o L T e e o N T e o e T el e i T T o B T I T I S I S O R il BT Yy 5 5 N G N
X : parts per Million : Proton ££t( 1, TRUE, TRUE )
= - machinephase
"g E ppm
2 o] < = = o
2 * < < <
B — ﬁm W{N ~ l
< 1
T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T
7.0 6.0 5.0 4.0 3.0 2.0
////\‘\\\ /\/\ /‘\ /‘\ ///\\ / Filename = KM1-103-1_proton-1-4.jdf
Ph N3 Author = delta
N 00 N — N 0 N O o~ (=3 aleN AN N v <) Experiment = proton.jxp
Aaddq8g==2 3a 884 REes8 S & & % & o sample_1d = KM1-103-1
[ S S o S S e N N AN AN AN — — — — — —| Solvent = CHLOROFORM-D
X : parts per Million : Proton Actual_Start Time = 17-OCT-2019 19:22:28
=7 Revision_Time = 25-DEC-2019 18:24:10
< — 3
‘g mé g g 8 g Comment = single_pulse
3 o g ~ s I = Data_Format = 1D COMPLEX
| =3 Dim Size = 13107
T T T T T T X_Domain = Proton
6.0 0 5.0 4.0 3.0 2.0 Dim_Title = Proton
Dim_Units = [ppm]
Bn JJ\/N /\ ‘ Dimensions =X
\N 3 Site = JNM-ECX500
Sr g ) g ) n sy % Spectrometer = DELTA2_ NMR
NN NN H 3b < = )
o~ 0~ >~ O < < o« Field Strength 11.7473579[T] (500([MHz])
Ph X Acq Duration 1.74587904([s]
\ — :
= u X_Domain 1H
—g 1 N =~ < =~ =~ = - X_Freq 500.15991521 [MHz]
g i N~ SN N N (=)} | ) = =] X Offset 5.0 [ppm]
- S S == o S J\ X _Points 16384
< ] " e X _Prescans 1

X_Resolution 0.57277737[Hz]

Z 4.0 3.0 2.0 X_Sweep = 9.38438438[kHz]
L Il 1 I LRI X_Sweep_Clipped = 7.50750751[kHz]
Irr Domain = Proton
NNV AT 0N O~ A O DA AN OANRANRNVOANODNNANDNDNNONANANRN—~DAANDNNNT T A Irz_Freq = 500.15991521 [MHz]
SADNRXONT NN AN —ODANNANANN—ORNRXEE-TO0O OV TTAOAAN TN ANDD RN —DAAN—~OANN0D DN — OO WX Irr Offset = 5.0[ppm]
AR R R R R R R e e e e e e e e e R D R B A i e B e A A e e I B Bt Tri Domain = Proton
[ A L S o o o N L o e T e e o o O L T o S o S N T N SN SN SN SN T T o o o I o B o o\ I oV I oV B o I o I o I o I o I o o] =
e Tri_Freq = 500.15991521 [MHz]
X : parts per Million : Proton Bn Tri_Offset = 5.0[ppm]
= - N O Clipped = FALSE
"g . v H Scans =8
b =N o~ ™~ o o =3 =
g b o N VIS g = g N N,N\\N Total_Scans 8
o ] — (=) (=) N — [Q\ =) .
] B L — Relaxation_Delay = 5[s]
T ' T Recvr_Gain = 26
Temp_Get = 18.5[dC]
X_90_Width = 13.7[us]
X_Acq_Time = 1.74587904[s]
X_Angle = 45[deg]
CNARNTOOXNTON U TNV OT VN TANORONEANANARND - NN —~0FTNANODO ~FTANAS NN AN\ X Atn = 4[dB]
E 0O LTN -0 O NN INTTAANN—~ ORS00 FNAN—0N AN XA — 0 —
MRS R R RERERERRRR R R R RRE SOl A A A AT IS = 6.85[us]
Lo S N N e e o e N T o o N e T S N L e o e N L S o N S L S SN N N =R RV RV I R R B el Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off
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e VO

Bn\’\ll)j\/N3 \/\N:,

| )
e H o Bl NN
o 3b (1 equiv) 3n (1 equiv) Pr d E D L
3 + Zi -
" MeOH E | @
S 3 it
N E o 0000 < Mmixture frastionof 3p_and 8b 8n —--—- PROCESSING PARAMETERS ----
o 1 < —— e TR dc_balance( 0, FALSE )
= a < sexp( 0.2[Hz], 0.0[s] )
'g E trapezoid( O0[%], O[%], 80[%], 100[%] )
5 5 zerofill( 1 )
9 <3 ££t( 1, TRUE, TRUE )
T T 17T ‘ L L L ‘ T T T T T T T ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L ‘ T T T T T T ‘ L L A\ ‘ \l T 1 7T maChinephaSe
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 ppm
AN NO T =R FTRXTNALONNOOVORXO—=ONON —~—=O — 0T ATNAANT D FTANOODRRO —~FTNNONG
O EREO OOV INTTNODORNRXRRONTTANAN—~— O ROV OONILANATINNOCOEOT =S NA —x0On A
T adaNNdNNNNNN————— === >0~ QI T I FAaANNNG O R00R I
[ N T L S S N o S S S S o S S S N N S S S SN S N e L N SN S L V=RV I VO R VO R VO VO B A I A e B e N o N o N e I o o I o I S I
X: parts per Million : Proton Filename = KM1-113-1 proton-1-3.jdf
Author = delta
E Experiment = proton.jxp
E Sample_ Id = KM1-113-1
o 3 Solvent = CHLOROFORM-D
~ 7 Actual_Start Time = 23-0CT-2019 17:31:30
= O Revision_Time = 10-JAN-2020 12:10:56
< 3
| Comment = single pulse
E Bn\ J]\/NB Data_Format = 1D comiiEx
8 o 7 l}l Dim_Size = 13107
S en 3 X Domain = Proton
-‘8 E % ; 8 g H 3b DIm_’.[‘itle = Proton
S o 7 < [ e Dim Units = [ppml]
B — L Dimensions =X
< e Site = JNM-ECX500
‘ L L ‘ L ‘ T T T T T T T ‘ L L ‘ L L L ‘ L L L ‘ L L L ‘ T T T T T T T ‘ T T T T T T ‘ LB sPectrometer = DELTAZ m
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 -
Field Strength = 11.7473579[T] (500[MHz])
//M /\ ‘ X _Acq Duration = 1.74587904[s]
X Domain = 1H
TERSELE8 8T gL = X_Freq = 500.15991521 [MHz]
MmN < = ) X Offset = 5.0[ppm]
X : rt Milli . Pl\ lt\ AL A @ X_Points = 16384
. parts per Million : Froton x:Prescans -1
= X_Resolution = 0.57277737[Hz]
] X_Sweep = 9.38438438[kHz]
B X_Sweep_Clipped = 7.50750751[kHz]
] Irr Domain = Proton
B Irr Freq = 500.15991521 [MHz]
] Irr Offset = 5.0[ppm]
] Tri_Domain = Proton
< Tri_Freq = 500.15991521 [MHz]
o ] v Tri_Offset = 5.0[ppm]
e o < N 8 8 Clipped = FALSE
_g ] o — o N o\l Scans =8
= ] Total_Scans =38
= ]
":% i Relaxation Delay = 5[s]
T T 17T ‘ L L L ‘ T T T T T T T ‘ L L L ‘ L L L ‘ L L L ‘ L L L ‘ L L ‘ T T T T T T T ‘ T T T T T T ‘ LB Rech Galn_ = 30
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 18.6[dC]
X_90_Width = 13.7[us]
%I \ X_Acq_Time = 1.74587904[s]
= — —— X_Angle = 45[deg]
CNARNTOOXNITRON TN OOT VAT AORONEANANRNDO NN —0FTNANDO~FTANADSWNNANO TS X Atn = 4[dB]
EELO0OMNOOMNTT N —~—O NN TTNAAN—~ O RNXRXEE-OONTNAN —~0WnW AN — 0 G =
MR TR R R R R ERRRER R R R ERERRE i e i i - Bt i A A A S R RS P 8- el = 6.85[us]
L N T T S S N e S S o e T e o L O N T o S N T T S o e L S O T N o o N R SR N TR I . b oo o VteYe Y = Off
X : parts per Million : Proton Tri Mode = off
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