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—--- PROCESSING PARAMETERS ----
'H NMR (300 MHz, CDCl5) dc_palance © 0 1 PALEE
1 > 3 sexp : 0.2[Ex] : 0.0[s)
££t : 1 1 TAUE : TRUEK
L]
o
Derived fromi KMA46029-re-hplc PROTON-1.
Tilename = FHA6039-re-hplc _PROT
[ Author - delta
,5 Lamat = single_tulse.ex3
= Sample_id = XMAd6029-re-bplc
Solvent = CHLOROFCRN-D
Craation time = 3-OCT-2019 18:00:38
ision_time = 19 18:09:31
Current_time = 3-0CT-2019 18:09:41
Commant = CDC13
1 | Data_format = 1D
| Dim _sise = 13107
| | Dim_title = 1%
| ] Dim units = [ppm]
i Dimensions =-X
8 site = ECAS00
;h -
Pield_strength = 11.747357817] (500[ME
| X_acq duration = 1.74587904(s]
| X_dcmain = 18
£ x_freq = 300.15991521 [MEx}
o X_offast = 5.00
X _points = 16384
X _presc -
X_resoclution 0.57277737 [Hx]
X_sweap 9.39439430 [xHEx)
Irr_domain = 17
Irr_frasq = 500.1599152% {MHx]
Irz_offset = 5,0[ppm]
Tri, = 18
3 Tri_f = 500,15991531 [KHz]
Tri_offsst = 5.0[ppm]
f q Clipped -
turn -1
.si 5 3 Soans - 16
Total_scans =15
g ] X_90_width - 12
2 = : N
8 L )] y x_angle
x_ata
T T T T T T X_pulse -
3.0 20 10 Ixe_mods -
E il i Tri_mode -
| Dante_presat -
Iniciel wait =
= - - RECVI -
5 DRREBERE R W A% I LN
a3 3395984 4 433 iy R
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=it PROCESSING PARANETERS ----
8 BT
C NMR (125 MH T
nmu:l. 31
££t 1 1 1 TRUR : TRUE
mu-ph--
Darived from: KMA46029-carbon-1.3j4f
Filenawe = nlMiozs-c-xbm-: ju.r.
Author -
Exparimant -
Sample_id -
Bolvent - -
) Creatich_time = T-JAN-3020 05:48:53
Revigicn_time = T-JAN-2020 07:19:22
L = T-JAN-3020 07:30:16
£ = mingle pulsse decouple
DAtH_format = 1D COMPLEX
Dim_size = 26214
Diim_title = 13¢
Dim_units = [ppm]
Dimansicns =X
Bite = ECAS00
Field strength = 11.7473879[T] (500[u8
X _mog duration = o §3361791 [a)
X_dcaain -
X_freq = ns.'rss:!nsn [Maiz]
X offaet = 100 [ppim]
X_poiuts = 32768
X_prescans -4
X_resolutica = 1.19959034 [Hx]
= 39.3081761 [kHz)
Irr. - 18-
Irxr_freq = 300,18991531 (Mix]
Ixy_offsat = 5.0 [ppm]
Clipped = FALEE
=1
Scans = 12000
E Total_scins = 12000
1 X_50_sidth = 11.53[ua) .
. X_asog rime = 0.83361792(s]
Sy = 30{dag]
m X aun = 6.6[a8] :
[ 1 X_pulse = 3.64333333{us]
Irr. stn dec = 32.192(ay]
140.0 "l 90.0 700 a0 460 300 100 ~100| Tesoagilig . - wavm
Sl Sl ¥\ s gmac i
.-
Wou, time - ,!‘:l]
Reavr_ghin =
E E E g E§ L Relasatici deluy = [s}
H “ E Repetition time 'w 3,83361792([s]
L 555 B ERge b~ | Temp, = 26.2fac]
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ﬂn_hlllnm i O r FALSE

sexp 1 O.2[Hx] 1

f£t : 1 1 TRUE : TRUE
machinephase

Derived from: KMAL6139-hpleCDCLI_PROTON-

lion : 1H
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Filenane = KMA46139-hplcCDCL3_PR
Thor = de
= single_pules.exl
Sample_id = KMA46139-hploCDCL3
Holvent = CHIOROFORM-D
Creaticn time = §$-0CT-2019 13:33:12
Revision time = $~OCT-2019 13:143:43
t_t = $-0CT=-2019 13:44:53
Data_format = 1D
Dim_size = 13107
Dim_title = 1K
Dim_units = {ppm}
4 =X
site = ECAS00
Bpsctromater = IMM-ECAS00
Field st = 11.7473575[T] (500[mMm
X acq duration = 1.74597904([s]
domain = 18
Toq = 500,15991521 [MEx]
X offset = 5.0[ppm] .
nts = 16384
ans a1
X_resolution w 0.57277737 [Hx]
= 9.38438428 [kHx)
Izz_domain - 1H
IrT_treq = 500.15991521 [MHx]
Irx_offast - S‘DIM
1 _domain -
4 freq - !au 159915321 {MHz]
Tri_offast = 5.0{ppm]
ipped - P
urn =1
Bouns = 1§
Total_scans - 16
X_96_width = 12[us]
X_meg time = 1.74587304[s)
X_angle = 45{aeg]
X_atn = 4.5fas]
I _pulse = G[us]
Ixr_mode = Off
Tri_mods - off
te, DT = FALSE
Initial wait = 1[asl
Racvr, o, - 50
Relaxation delay = 4[s]
Repetition_time = 5.74587904{s]
Temp_get = 21.5[4¢]
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e PROCESSING PARAMETERS =--==
| dc_palance : 0 : FALSE
! sexp t 0.2(Hz] : 0.0(s]
££ft 3 1 : TROUE : TRUE
i machinepha:
| Darived from: KMAd§139-hplcCDCLI PROTON-
] ;
Il
;‘a { g Filenama = KMA4613%-hpleCDOLI_PR
I Author = delta
Experiment = single_pulse.ex2
p Sample_id = KMA46139-hplcCDCLI
(g Solvent. = CHLOROFORM-D
] Creation_time = 9-OCT-2018 13:33:12
| Revislon_tima = $-0CT-2019 13:43:43
! Current_time = 9-OCT-2019 13:45:43
/ Data_format = 1D COMPLEX
Dim_size = 13107
- | n&uiu = 1R
- ! D: unics = [ppm]
| s ﬁf ff Dimensions =X
il | | ! Bite = BCAS00
i i = 8
il & { |
| i | Tield st: = 11.7473579[T] (500 [MH
i X_acq duration = 1.7458750d(s)
B ‘ ‘ X_Aommin T
g i x_freq = 500,15991521(MHz]
3 I | X offnet = 5.0 [ppm]
i j i ! X_points = 16384
1 ! X_predcans =1
Il | | X_resolution = 0.57277737 [Hz]
! I I X_sweep = 9.38438438[kHz]
I i ; Trr_domain = 1
If 1 ! ‘I I Irr_t = 300.15981521 [MHz]
il Ll L I\ J I ! Irs offast = 5.0{ppml
i | { 1 il | Tri_domain - 1E !
ki L | \“\ ‘ i ‘l \H J_/ \ & h ) Ul | . mri_freq w 500.15991521 (MHZ] i
" i | I e k : mri_offset = 5.0 [ppml
[ P - \ \on ) _A__,_) L_\W,A,NW-J L ”I JAS. Jh./\f'/' \___/ Clipped - FALEE |
Mo&_return =1 :
gcans =16
Total_scans = 16 ‘
X_90_widen = 13[us)
X acq_time = 1.74307904[s1
X_angle = 45 [deg]
x_atn = 4.5[a8
: . : ; : X_pulse = 6[us]
x T TR T T SR T el T Iz mode = off
3 ﬁ.* 4.1 4.0 9 3. 37 36 as 34 33 Trl_mods = Off
I \ ] /{ ! K Dante_presat = FALSE
A Ial AN Initial wait = 1{s]
Reovz_gain = 50
- - - e o Relaxation delay = d([s]
E$n§ %2 fg §§§=§§ b ﬁﬁn 5 Repetition time = 5.74587904[s)
5883 gs CEs R&iag 3 an 3 Tamp_gut: = 21.5[4C]
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13C NMR (12

S-uM s {mb Mow:

) balance( 0, FALSX
waxp{ 2.0[Hz], 0.0[s] ) TR
tzapezcid{ O[81, O[%I, BO[%]
perofill( 1 } . '
£26( 1, TAUR, TRUE )

Pa
phase{ 191.5, 185, 59.37512%] )
HTEd®:: XLVI-39_c-1-1.3df

=
(=]

110.0 100.0 90.0 80.

w

==

109.746 ~_
108875
104,021 ~—
1021737
87.485~_
86987
77.259
77.000
T76.741
66.994
62.762—
57.343—
52.651
51.847
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Filename = XLVI-39_ec-1-4.jdf
Author = dalta
Experiment = singlé pulse dec.ixp
Bample_1d - XLVI-39
Craation Tine = 26-OCT-2015 18:20:43
Revision Time = 2-NOV-2015 19:38:17
Current_Time = 2-NOv-2019 19:40:05
Commant = XLVI-39_c
Data Format = 1D COMPLEX
Dim Size = 26214
Dim Title = Carbonll
Dim Units = [ppm]
Dimansions =X
Bite = JRM-ECX500
Spectromatar = DELTAZ MR
Field Strength = 11.62926421[T] (500[MH:])
X_Acq Duration = 0.3388608[s]
Domain -1

= 124.5010059 [MHx]

= 100 [ppm]

= 32768

=4

= 1.1920929[Ex}

= 39.0625(kHx]

= 31.25[kHx]

= Proton

= 49513191398 [MAx)

= Sippml

= TRUE

= 1000

= 1000

= 2[s]

- 60

= 21.3[dC]

= 9.2{us]

= 0.8388608([a]

= 30(deg]

= 4.6[dB]

= 3.06666667{us]

= 21,.976[dB)

= 21.976{4B}

= WALTE

= 52[ua]

= TRUL
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==== PROCESSING PARAMETERS ----
dc_palance : O : FALSE
maxp : 0.3[(A3] 1 0.0[s]
££t 1 1 1 TRUE : TRUE
L
Pom
Derived from: XMA44031_PROTON-1.3jdf

60

Filsoame = KAd&021_PROTON-5.]df
Author = delta
Experiment = single_pulse. ex2
Sample_id = FMALE02L
Solvent - ; =
Creation tine = 2-§TP-2019 19137332
Revision_time = 2-gEP-2019 19143150
Current_time = 2-gEP-2019 19144311
Commant. = CBCL3
Data_format = 1D COMPLEX
Dim_sise = 13107
Dim_titie = im
Dim_wsits = [ppm)
Dimsnsions =X
Bite = ECA500
Spectrometer = JHM-ECAS00
rield strength = 11.7473579[T] (500(MH
X_scq duration = 1.74567904 (8]
X_domain = 18
X _freq = 500,15991521 [MHx]
X_offset = §,0[ppm]
X_points = 16386
X_prescans -1
X_zesolution = 0.57377737 [Hs]
X_Iweep = 9.38439438 [kHx)
1rr_domain = 18
Irz_freq = 500,15991521 [MHx]
Irz_offset = 5.0[ppm]
rri_demain = 1
Txi_treq = 500.15991531 [Mmx)
#ri_offset = 5.0[ppm]
Clipped = FALST
Mod_zeturn -1
ficans = 16
Total_scans =16
X_$0_widch = 12[us)
X _scg._time = 1.74587904 [#]
X_angle = 45{deg]
T atn = 4.5[48)
X _puise = &[us]
Izz_mods = off
Tri_mods = off

3 = FALE
Initial wait - :Ell

-

Relaxation delay = 4[s]

dcd tima = 5.
Temp_get = 21.7(4c]
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——-— PROCESSING PARAMETERS —

do_palance i 0 :

£ee : 1 ¢ TRUE
machinephase
ppm

FALSE
mexp : 0.2{Hz] : 0.0[s}
t TRUE

| Derived from: KMA44021_PRCTON-1.jdf

4.9

lon : 1TH

4.

!
:

TR
| 4.7

4.7399

T
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KMA44021_PROTON-5.jdf

Filenams =
Author = delta
Expariment = single_pulse.ox
Sample_id = KMAL40Z1
. Solvent = CHLOROFORM-D
Creation_time = 2-8EP-201% 19:137:22
Revision_time = 2-8EP-2019 19:43:30
Curzrent_tine = 2-8EP-2019 19:44:51
Comment = CDC13
Data_format = 1D COMPLEX
Dim_size = 13107
Dim title = 1H
Dim units = [ppm]
Dimensions =X
Bite = ECAS00
Bpectrometer » DM-ECASOO
Fleld strength = 11.7473378[T1 (5000MmH
X_acq duration = 1.78587904[s]
domain = 1H
X_freq = 500.15991521 MRz}
X_offset = 5.0[ppm]
X_points = 16384
X_prascans -1
X_resoluticn = 0.57277737[Hz]
= 9.38438438[kKz]
Irr_domain = 1H
Irr_freq = 500.15991521 [MHz])
Irz_offset = 5.0[ppm]
Tri_Aomain = 10
Tri_freq = 500.15991521 [MHz)
Tri_offset = 5.0(ppm]
Clipped = FALS
Mod_return =1
Scans = 16
Total_scans =15
X_%0_width = 12{us]
X_acqg time = 1.74587904[=]
"~~~ X_angle = 45[deg]
X_atn -
X_pulse -
Irr_mode -
Tri_mode -
Dante_presat -
Initial_wait -
| Relaxation_delay =
| Repetition time =
Torp_get -
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13C NMR (] ZS2eii59C

--U’m 5ING EARNTERS -
0, PALS
expt 2 0THn], G:0t81 )

DCP ){], 100[%] }

pmn( 199.25, 200, 59.192[%] )
RFREE:: XIVI-21_c-1-1.jaf

!R(l TRUE

FRV——

3

=143.709

0 1400

™

138,404 —=

143.556
129.145
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108.856—
103.954
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77.000

76.741

68.172
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R

28.579
28.378

28311

460 300 200 100 0

Filename - n.vx-n c-1-4.3df
Author -
Expeximent - lanlo_pulu dac. jxp
Baspla Id = XLVI-21
Solvent = CELOROFORM-
Creation Time = 2-HOV-201% 19:33:32
Ravision Time = 2-NOV-201% 20:36:21
Cuxxent Time = 2-NOV-201% 20:20:08
Gommant = XIVI-21 ¢
Data_Format = 1D COMPLEX
Dim Size = 26214
Dim Title = Cazbonll
Dim Units = [ppa]
Dimansions =X
Site = JN-ECXS00
Speatrometer = DELTAZ FMR
Field 8§ = 11.62926421{T] (500 MHz})
X Acq Duration = 0.8388508(s]
X Domain = 13c
X Fraq = 124.5010059 [MEz)
X Offaat = 100 [ppa]
X Pointe = 32768
x_maml -4
X_Rasolution = 1.1920929 [Ex]
= 39,0625 [kEx)
X _gwaep_Clipped = 31.25[kHz]
Irr Domain = Proton
Irr_Freq = 495.13191398 [MHz)
Irr_Offsat = 5[pgm]
Clipped = TRUE
Scans = 1000
Total Scans = 1000
Relaxation Delay = 2[a]
Racvr_Gain = 60
Teap Gat = 21.1[dc]
X_90_width = 9.2[us]
x Time = 0.8388608 [s]
x::;ﬁ = 30(deg)
X _Ata = 4.6[dB]
X Fulse = 3.06666667 (us]
Irz_Atn_Dec = 21.976(dB}
Irr_Atn Mo = 21.976{dB]
Irr_Noise = WALTZ
Irr_Pwidth = $2[us])
Decoupling = TRUE
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PARAMETERS ----
#&c_balance 1 0 : FALST
saxp ¢t 0.2[Hz} : 0.0[s}
fft 1 1 : TRUE : TRUE
machinephass

Derived from: KMA46077-ppp_PROTON-1.jdf
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|
3
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5.0663
4.7537
4.6930
4.6895
4.3689
43529
3.6451
3.6268
3.3279
33210

L6262
L4063

00000 — =

Filenums = KMALE077-ppp_PROTON-5
Author = dalta

riman = single_pulae.axl
Sample_id = KMAA60T7-PPP
Solvent = CHLORO] =

L] time - 020 11:06:38
Revision_time = 8-MAR-2020 11:14:05
Current_time = B-MAR-2020 11114:35
Data_format = 1D COMPLEX
Dim_size = 13107
bim_title = 18
Dim units = [ppm]
Dimensicns =X
gite = ECAS00

=

Field strength = 11.7473579[7T) (500 [
X_acq duration = 1.74587504[al
X_domain - 18
X_freq = 500.13991321 [mAZ]
X_offast = 5.0[ppm]
X_points = 16384
X_prescans =1
X_rasolution = 0,57277737 [Bx]
X_sweep = 9.38438438 [xHz]
Irr domain =1y
Irr_frag = 500.15991521 [MHz]
Irr_offaet = 5,0[ppm]
Tri_ = 1H
Tri_freq = 500.15991521 [Muz]
Tri_offset = 5.0[ppal
Clipped = FPALSE
Mod_return =1
Scans = 16
Total_ scans =16
X_80_width = 12fus]
X_acq. time = 1.745687904[s]
X_angle = 45([deg]
X_ata = 4.51as]
X _pulse = §[us]
Irr. mode = Off
Tri_moda = Off
Dante_presat = FALSE
Initial wait = 1[#]
Recvr_gain -4t
Relaxation_delay = 4[s]
Repetition_tise =
Teusp_get = 23.414C)

10




(211

13C NMR (125 MEZIEDER R —

sexp : 2.0[Ex] 37 0.0(s]}
trapezoid3 : O[%) : 80[%] 1 100[%]
zarofill : 1

£ft : 1 : TRUE : TRUR
machinephase

Ppm
Darived from: KMA46077-ppp-carben-1.jdf

Filename = KMAd 6077 -ppp-carben-3
Author = delta

T = gingle_pulse dec
Sample_id = g#520866
Solvent = CHLOROFORMN-D
Crestion time =  9-MAR-2020 06:24:49
Revision_time =  9-MAR-2020 07:&5:35
Current_time = Y-MAR-2020 07:47:09

C £ = single pulse deccuple
Date_format = 1D COMPLEX
ize = 26214
Dim_titie - 13C
Dim_units = [ppm]
Dimansions =X
site = ECA500
Spectrameter = JHM-ECAS00
rlsld_strength = 11.7473379[7] (500{mn
X_acq duration = 0.83361792[a)
X_domain = 13¢
X _freq = 125.76529768 [MHz]
X_offset = 100 [ppem]
X_points = 32768
X_prascans =4
X_resolution = 1.19959034 [Hz}
X_sweep = 39.3081761 [kHz]
Ixr_dcmiain = 1H
Irr_freq = 500.15991521 [#Hz]
Irx_offset = 5.0(ppm]
clipped = FALSE
turn =
Scans = 20000
Total_scans = 20000
X_90_width = 11.53[us]
| X_soq _time = 0.83361792([s]
i x_angle = 30([dag]
! = 6.6[a8]
I I = 3.84333333[us]
. = 22.192[4B]
Irr_: = 33.191(a8s]
e T e e T - T T T T P T P P T T T e T T niod e R
130, 1200 110.0 100.0 %0.0 80.0, 70.0 0. 50.0 40 30.0 20.0 10.0 Decoupling -
TR A g
! f\ ; ) x tina :
Recvz_galn =
S A 2 % BBE83 385 EH] § | meluationceier -
3] 52 E § g8sg 3§§ ke g Repatition_time =
gX5gd 3 2ERe B B Tem gut
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H '"H NMR (500 MHz, CDCl5) | srrocEseTI TS -
| aei + 0.3(%s] 1 0.0(a)
£ft y 1 ¢ TRUE : TRUE
machinephase
ppm
Derived from: KMA46022-3_PROTON-1.jdf
rilename = KMA46022-3_PROTON-5.]
Author = delta
Experiment = gingle pulse.exd
Sample_id = FMA46022-3
Bolvent = CHLOROFORN-D
ion_time = 30 019 15:15:50
Ravision_time = 30-AUG-2019 15:29:27
Current_time = 30-AUG-2019 15:29:56
= = = €DC13
= g § Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = (ppm}
D: 'y =X
gite = ECA500
Fisld strength = 11.7473579[T] (500 [mME
2 X _acq duration = 1.74587904[s]
a X_domain = 1H
| X_freq = 500.15991521[MHz]
| X offset = 5.0([ppm)
X_points = 16304
X_prescans =1
X_resolution = 0.57377737 [Bz]
X_sww = 9.38438438 [kHr]
Irr_domain = 18
Irr_freq = 500.15991521 [MEz]
= Irz_offset = 5.0[pp.)
’a |- (& ] Tri_Gowain = 1H
= = 3 - Tri_freq = 500.15991521 [MHz)
Tri_offset = 5.0[ppm]
Clipped = FALSE
Kod_return -1
gcans = 16
Total_scans =16
L X_90_wideh = 12[us]
Xx_scqg_time = 1,74567904 (9]
= et . G, SO, ¢ L SRR, | LL_ | X _sngle = 45[deg]
X_atn = 4.5[aB]
T T T T T T X_pulse = §[us]
| 7.0 6.0 50 440 30 20 1.0 Irr_mode = Off
i | = Off
5\ | ‘ /\ /\ /\ k \ | | Dante_presat = FALSE
Initial wait = 1lla]
Recvr_gain =48
s 2 g g2z 52“' g g = g Relaxition_delay = 4[]
3 G CECR i3 =Y D e
e eeieim = ™ - Texp_yet = 3ildc)
jon: IH
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13C NMR (12

5 MHz, CDCIy)

---~ PROCESSING P -
dao_balance( 0, FALSE )

saxp( 2.0(Hz], 0.0(s] }

trapercid({ 0(%}, O[%], BO[%], 100{%] )
zarofill( 1 )

£fe({ 1, TRUE, TRUE }

ey
phase{ 231, 220, 38.86921[%] )
LLFICH®: : XLvI-22-3_c-1-1.jdf

A\

143.948
139.496
135.235
129.605
128.982
127.594
127.412
126.895
118373 —

-
(=]
=

0.0 150.0 140.0 130.0 120.0 110.0 100.0 900 80.0 700 60.0 5

o0
-
€5
Lal
—_
-

0.0 400 300 200

\
L

79.614
78.972
78.589
77.259
77.000
76.741
61.039—~—
58070 —
55715
25.774
25.535

102.517——

Filanama = XLVI-22-3_c-1-4.3df

Author = delta

Expariment = gingle_pulse_dac.jxp

Bample_Id = XLVI-22-3

Solvent = CHLOROFCRM-D

Creation_Tima = 2-NOV-2019 21:16:59

Rovision_Tima = 13-NOV-2019 17:10:49
= 13-NOV-2019 17:15:21

Current_Tima

Commant = XLVI-22-3 ¢
Data_Format = 1D coMPLEX
Dim Sire = 26214
Dim_Title = Carbonl3
Dim Units = [ppal
Dimansions =X
Site = JMM-ECX500
Spactromater = DELTA2 NMR
Field Strength = 11.62926421[T) (S00[MHz])
X_Acq Duration = 0.8388608[s]
X Domain = 13c
X _Freq = 124.5010059 [MHEz]
X_Offast = 100 [ppm]
X Points = 32768
X_Prescans -4
X Resolution = 1.1920929[Bz]
s = 39,0625 [kRz]
X_Sweep_Clipped = 31.25[kBz}
Irr_Domain = Proten
Irr_Fraq = 455.13191398 [MH=z}
Irr_offset = 5[ppm]
= TRUE

Scana = 512
Total_Scans = 512
Ralaxation Dalay = 2[s]
Racvr_Gain = 60
Temp_Get = 21.2[ac]
X_80_Width = 9.2(us]
X_Acq_Time = 0.8388608([a]
X Angle = 30[deg]

Atn = 4.6(dB]
X Pulse = 3.06666667 [us}
Irr_atn Dec = 21.876[dB]
Izzr_htn_Noe = 21.976[dB]
Ixr Noise = WALTZ
Irr_Pwidth = 92{us]
Dacoupling = TRIE
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(2)-12
'H NMR (500 MHz, CDCl;

5.5
Ts4d
698

464
523

1401

502 379 (5[]

. T IJJ JJ«J S
)'{ 70 60 /\ }\S,O A A F\.ﬂ /J\ /"\ 30 2.0 // ,)IK ll)ﬂ{ T

B 637 054 R63% ettt

on: IH

dc_balance : 0 : FALSE
sexp : 0.2[Hz] : 0.0(s]
£€t : 1 : TRUE :
machinephase
ppm

) from: = 1.jar
Filename = KMALG024-1_PROTON-5.1
Author = dalta
Experiment = single_pulge.ex3
Sample_id = KMAA 6024-1
Bolvent = CHLOROFORM-!
Creation_time = 11-SEP-2019 09:48:01
Revision_ time = 11-8EP-2019 09:55:25
Current_time = 11-SEP-2019 09:55:53
Commant = CDC13
Data_forma = 1D
Dim size = 13107
Dim_title 1E
Pim_units {ppm]
Dimgnaions *
gite * ECAS00
fpectrometer = JHM-ECAS00
Field_strength 11.7473579[T] (500(ME
X_acq duration = 1,74587904[s]

Tri_offset
Clipped
Hod_return
Scans
Total_scans

Tri_mode
Dante_presat
Inicial wait
Recvr_gain
Relaxation delay
Repetition_time
Terp_get

1E
500.15991521 [Mizx)
[ ppm]

= 0.57277737[Ez]
38438438 [kHz]

500.15991521 [KHxz]
5.0[ppa)
i1

500.15991521 [mMH=z]
5.0[ppm}

FALSE

16
1§

12[us)
1.74587904 (8]
45[deg]
4.5[a8]

6[us]

41s]
5.74597904 (]
2l1.3[4c]

EEE N ERERNANNRS
]
A
"
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JEOL
? RESONANCE

PROCESSING PARAMETERS ----

(2)-12
BC NMR (125 MHz, eem( Z.00ka1; G.0(m)

-Gla) )
CD[:]S) trapezoid( 0[41, O[], 60{%], 100[%1 )

zerofill{ 1)
£££({ 1, TRUE, TRUE }

rpm
phasa( 187, 190, 59.00889[%] )
BUFEH%:: XLvi-24-1_c-1-1.jdf

Filename = XLVI-24-1_c-1-4.3jd€
Author = delta
Expariment = gingle pulse dec.jxp
Sample Id = XLVI-24-1
Solvent = CHLOROFORM-
Creation Tima = 29~0CT-2019 21:34:16
Revision Tims = 2-NOV-2019 1§:57:36
Current_Tima = 2-NOV-2019 19:58:11
Commgnt: = XIVI-24-1 e
Data Format = 1D COMPLEX
Dim Bize - 26214
Dim Title = Carbonl3
Dim Units = [ppm]
Dimensions -X
Sita = JRM-ECX500
Spsctrometer = DELTAZ_RMR
Field Strength = 11.62926421[T] (500[MH=z]}
X _Acq Duration = 0.8383608(a]
X _Domain = 13C
X Fraq = 1245010059 [MHz]
X_Offset = 100 ppm]
¥ Points = 32768
X_Prescans =4
X _Resolution = 1.1920929[Hz]
X 8 = 39.0625[kHx}
X _Swaap_Clipped = 31.25[kEz]
Irr ] i = Proton
Irc = 495,13191398 [MHx]
Irr_Offset = 5[ppm]
Clippad = FALSE
Scans = 512
Total Scana = 512
Relaxation Delay = 2[s]
. Gain = 60
Temp_Got = 21.31dc]
X_90_Width = 9.2(us}
D I B I A e o e e | T T I o o e e e T T T T X _hcq_Tize = Q.B8388608[a]
0.0 150.0 140.0 130.0 120.0 1100 100.0 $0.0 800 700 600 50.0 400 30.0 200 100 O ;_:21. = :Dém;
= 4.
It X_Pulse = 3.06666667[us]
= 21.976(dB]
— L 3 X, = 21.976{dB]
= E EE8 88 & & R8% 8z FHRSS B4 = WALTZ
o y OOy & N & N Nory e ARNBN O = 92(us]
-3 ©y o8 > D O = e o -l O b= 00 80 I~ W oS = TRUE
il hd NN —— = © I~~~ n NN NNNNN =
— —_ e - —
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S
1
H NMR (500 MHz, CDCl5) =--- PROCESSTNG PARANSTERS ----
dc_balance 1 0 1 FALSE
mexp 1 0.2[Hz] : 0.0(s]
fft : 1 : TRUE : TRUE
machinephase
fzom: 4 -2 1.jaf
rilaname = Kupd5034-2_PROTON-5. 5
Author deita
Dxpariment aip@le_vulse.ax2
s Swrple, id « ypd6024-2
- Solvent CHI/IROFORM-D
ol [ - Creation_time = 11-5EP-2019 08:59:39
|8 Revision_time 11.8EP-3019 09:11:58
- [ 4 Current_time = 11-8EP-2019 09:12:2¢
| Commant - 13
! l Data_format - gcculn’ul
j Dim_size = 13307
D&ti::. = 1m
D units - ml
Dimensions - {
Bite = pcps00
Epectromster = JR¥-ECA500
rield_strength - 137473579 [T] (500([MH
X_acq duration = 587904
2 2 X domain = in
- o X_freq = 50¢-15991521 [MHz]
X_offset = 5,¢ireml
‘ X_points - 1§384
X_prescans -1
X_resolution = 0.§7277737 [Bx}
X_sweop - 938438438 [Xkuz]
Irr_domain 1B
Irr_freq 500-15991521 [MHz]
Irr_offset 5,0 (pom]
Tri_ domain in
Tri_freq 500-15991531 [KH3]
Tri_offset 5. ¢ Ippml
r ;b Clipped »
. e (=29 miTeees o}
=1 scans = 16
Total_scans = 1§
X_90_width = 13(us]
“J X_acq_time = 1,74587904 [a]
e gl o soe oo My X_angle - uf%;:;
e T ——— : r e — X_atn = 4.5
60 | 5.0 4.0 3 30 20 0 g g;zalmu - ::‘i.l
7\ AN I T
‘ ik / \ Dante_presat =
9z 3 - ;lni:!.n:l._:u.l: = 1(s]
= n - B CYET_gn. [}
E%ﬁ ﬁ r-§§ §§§§§ g §£§§ E§ Reiaation detsy = ¢pal
wdv 3[3 33 % 3535 &Y Repetition tina = 574807804 10]
jon: 1H




JEOL
k12| ) RESONANCE

13C NMR (125 Mg o —

do balance{ 0, FALSE }

CDC13) sexp( 2.0[Ex], 0.0[s] )
trapesoid({ 0[%], O[%], 80[%], 100[%] )
rerofill({ 1 )

£££( 1, TRUE, TRUE )
PR 3
phasa( 184.25, 150, 59.00885[%] )
LUFiCB%:: XLvI-24-2_e-1-1.jdf

XLVI-24~2_o-1-4.jdf
delta

single pulse dec.jxp
XLVI-24-2

CHLOROFORM-]

29-0CT-2019 22:22:59
2-7ov-2019 20:50:24
2-NoV-2019 20:52:25

NLVI-24-2 o
1D COMPLEX

26214
Carbonl3
[ppm}

x

JHM-ECX500
DELTAZ_NMR

[ B

= 11.62926421{T] (500 MEz])
= 0.8388608[a]
= 13C
= 124. 5010059 (MEx)
= 100(ppml
= 32768
-4
= 1.1920929[Hz]
= 39.0625[kHx]
= 31.25[kEx]
= Proton
= 495.13191398 [MAx]
= S{ppa]
= FALSE
Scans = 1000
Total_Scans = 1000
mmtim_D-lly = 2[s]
Al 1] Recvr_Gain - 60
- b v = 21, 70401
= 9.2[us]
T T T T S | T T T T T T T T FERUEL PR e B = (.8388608([s]
0.0 150.0 140.0 130.0 120.0 110.0 100.0 900 80.0 70.0 600 50.0 400 300 200 100 O = Sﬂg?‘g;
| = 3.06666667 [us]
= 21.976[dB]
= 21.976[dB]
vy o0 NS N O wva N\ N — o~ NN N —
= = WALTZ
= £ 238 8E § EECE8x §=f EEEEciEaRed
v ¥ EEE EE § =BEREE 8LR FR{¥[Qgoddgee = TRUE
: Carbon13~
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101

102

\I——J\L/ //O

TT0O~ | 5 i/
(E)—13

'H NMR (500 MHz, CDCls)

30

162

G JEOL,

sexp : 0.2[Hz] : 0.0[s]
££t : 1 : TRUE : TRUE

machirephase
PP

Darived from: KMA46034_PROTON-1.jaf

60

72857 -
Tasm
6.6822
65173

fon: 1H

T i B A B T SR

4.0 30 2.0

10

16571
13891 —

Filename = KMA46034_PROTON-5.jas
Authox 1lta
Expsriment = single_pulse.ex2
Sample_ida = KMAAG034
gdolvent = CHLOROFORM-D
Creation_time A7-5EP-2019 08:122:12
Revision_time = 27-5EP-3019 0B:28:31
t_time = 27-5EP-2019 08129100
= CDC13
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1B
Dim_unite = [prm]
Dimensiocns =X
site = ECA500
Spectrameter = JHM-ECAS00
Field strength = 11.7473579[T] (500 ([MH
X_acg duration = :l. 7!587!"!-]
X_domain -
X_freq - snl.'.l.sss:ls::uluu
X_offset - 0
X_points - usu
X_prescans -
X_resolution - n 57277737 [Hz}
X_swesp = 9.38438438 [kax]
Irr_comain = 1H
Irr_freq = 500.15991521 [MHz]
Irr_offset = 5.0([ppm]
Tri_domain = 10
Tri_freq = 500,15991521 [MHz]
Tri_offset = 5.0([ppm]
Clipped -
Mod_return =
8cans =16
Total_scans = 16
X_S0_width = 12[us]
X_acq_time - ‘.I. 7!5!7]0![!]
X_sagle = 45[deg]
X_atn = 4.5[as]
(] = §[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initisl wait = 1[a]
Recvr_gain
Relaxation_delay = 4[s]
Repetition time = 5.74587504(a)
Tenp_get = 21[ac]

18
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N 1? RESONANCE

BC NMR (125 Bz GRERy™ —

sexp{ 2. U[Hll. al’)

trapazcid{ 0[%], D[‘Jr 80[&], 100[%] )
zarofill( 1)

££t{ 1, TRUE, TRUE )

ppm
phasa( 231.25, 205.0, 38.96921[%] )
RUFiCH%:: XLVI-34_c-1-1.j4f

Filename = XLVI-34_c-1-4.jdf
Author = dalta
Experimant = single pulsa_dec.jixp
Sampla_Td = KLVI-3%
Solvent = CHLOROFORM-!
Creation Tima = 13-NOV-2019 18:55:35
Revision Tima = 18-NOV-2019 14:17:13
Current_Tima = 18-NOV-2019 14:17:57
t = KVI-34_a
Data Format = 1D COMPLEX
Dim Size = 26214
Dim Titlae = Carbonll
Dim_Units = [ppm]
Dimansions =X
Site = JNM-ECX500
Spectremetar = DELTAZ MR
Field Strength = 11,62926421[T] (500[MH=z])
X _Acq Duration = 0.8388608[s)
X _Domain = 13C
X Freq = 124.5010059 [MEz)
X Offsat = 100 [ppm]
X _Points = 32768
X _Prascans = 4
X Resolution = 1.1920929(Hz)
X & = 39.0625[kEx]
¥ gweap_Clipped = 31.25[kHz]
Irr Domain = Proton
Irr_Freq = 495.13191398 [MHz]
Irr_Offset = 5[ppm]
Clipped = TRUE
Scans = 1000
Total_Scans - 1000
| Relaxation Delay = 2[s]
{ Recvr_Gain = 60
Temp Get = 21.7[4C]
X_90_Width = 9.2[us]
e S B ALEL I R preTTT I | = 0,B3RBE0B[a])
2.0 1500 140.0 1300 1200 110.0 100.0 900 800 700 600 500 400 300 200 100 O *:ng}
=4,
= 3.06666667 [us]
= 21.976[dB]
i s mpnoem -+ TRO OO =D oo =23.976(ds|
fPw wrnweng 2] VOoTENDT O 00600 — = WALTZ
DGvdn 00 MMM = MAGVAN S A D Lot = 92[us]
NS WMo o SOOI~ E S vy = TRUE
R e s B e N B < LR S S el el - - B (2 Ral
P R R R ) -
: Carbonl3
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S JEOL

=== PROCESSING PARAMETERS ——-—
(m_l3 dc_halance : 0 : FALSE
Eraperoids s btk i BOI] 1 100081
trapezold3 : 0 : '
9F NMR (470 MHz, CDCl3) zexofill ;1 1
2 #t 3 1 ; TRUE : TRUE
machinephase
Derived from: KMA47088-157r-1.34f
! Filename = ENA47088-197-4.jdf
i Author = delta
iment = aingle_pulse.ex2
i Sample_id = E#657660
| Solvent = CELOROFORM-D
H ting = 021 18:30:31
- Revision_time = 23-JAN-2021 18:24:40
tima = 1 18125330
Comment = single_pulse
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 197
ta = [ppa]
Dimansions - X
gite = ECA500
1 = 500
| rield_strength = 11.7473579IT1 (500 [ME
| X_mcq_duration = 68.15744 [ms]
s X_domain = 197
X_freq = 470.62045004 {MHz]
X _offset = 0[ppm]
X_pointe = 16384
X_prescans =1
X_resclurion = 14,67191256[Hz]
X_aweap = 240.38461538 [kHz]
Irr_domain = 197
Irz_freq = 470,62046034 [MHz]
Trr_offset = 5[ppm}
Tri_demain = 19F
Tri_freq = 470.62046084 [MHz)
Tri_offset = S[ppm}
Clipped = FALSE
o Mod_return -1
Bcans = 64
Total_scans = 64
X_90_widtn = 11.7[us]
X_acqg tima = 68.15744
X_angle - 1
X_atn -
- i T T T T T T T T T T T T_pulae -
-20.0 -30.0 —40.0 -50.0 ~60.0 -70.0 -80.0 -90.0 ~100.0 -1100 -1200 -130.0°  -140.0 Irr_mode -
Tri_mode = off
/ Dante_presat = P
Initial wait = 1[s]
B Recvr_gain - 46
_g Relaxation delay = 5[s]
g Repstition time = 5.06615744(s])
5_‘ Temp_get = 22.7[4c]
T
ion ; 19F

20



(£)-13
'H NMR (500 MHz, CDCl5)

PROCESSING PARAMETERS -
_balance 1 0 & FALST

{sexp : 0.2[Hz] : 0.0(s]

i #ft z 1 1 TRUE : TRUE

. machinephass

Derived from: KMA46026_PROTON-1,3df

Filenama = KMA46026_PROTON-5.jaf
Author = delta
Experiment = single_pulsse.exl
Sample_id = FKMA46026
Solvent = CHLOROFORM~D
Creation_time = 18-BEP-2019 08:02150
Ravision_time = 1§-SEP-2019 008:08:54
Current_time = 16-SEP-2019 08:09:324
Commant. = CDC13
= [re Data_format = 1D COMPLEX
3 e B Dim_size = 13107
o Dim title - IH
3 Dim units = [ppm]
Dimansions =X
Bite = ECASO0
Spectrometer = THM-ECAS00
Field strength = 11.7473579{T} (500[MH
X_acq duration = 1,74587904[s]
X_domain - IH
X_freq = 500.15991521 [MHz]
X_offaet = 5.0 [ppm]
X_pointa = 16384
X_prescana -1
X_rescluticn = 0.57277737[Hz]
X_siweep = 9.38438438 [kHz]
Irr_domain = 1R
Irr_freq = 500,15591521 [MHk]
¢ Irr_offset = 5.0[ppm]
& Tri domain -
3|8 Tri_freq = 500.15991521 Dmz)
Tri_offset = 5.0 [ppm]
Clipped = FALSE
¥od_return -1
Scans = 16
Total_scans = 16
X_90_width = 12[us]
X_acq _time = 1.74587904 (s}
Lo ) X_angle = 45[deg)
X_atn 4.5148]
T I y T T T X _pulse = 6[us
50 4.0 i 30 20 16 Irr_mode = Off :
[ J ; \ Tri_mode - Off
| / / i Dante_presat = FALSE
mit!.d_:nit = 1[s]
" . Recvr_gain = 56
R§§§§ %5 EE [t E § Relaxation delay = 4[s]
g 1S “ "4 . o Repstition_time = 5.74587904(s]
WS S e Eee - - Tamp_gut = 20.8[dC]
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JEOL
(17 RESONANCE
PCNMR (125 HeatBRhm: -

saxp( 2.0[B=], 0.

uwam( nm, om, BO{%], 100(%] )
zarofill( 1

£EE( 1, ml TRUE )

ppm
Fhase( 189, 200, 59.192[%] )
RFICHXE:: XIVI-26_c-1-1.3df

25-0CT-2019 21:26:39
2-ROV-201% 19:28:33
2-NOV-2019 19:29:37

Creation Time
Ravision Tine
Currant_Tima

Filename = XLVI-26_o-1-4.3df
Author = daelta
Exparimant = pingle pulsa_dec.jxp
Sample_Id = XLVI-26
Solvent = CHLOROFORM-D

=

-

Commant = XLVI-26 ¢
Data_Format = 1D COMPLEX
Din Size = 26214
Dim Title = Carbonl3
Dim Units = [ppa}
Dimensions =X
site = JNM-ECX500
Spactromater = DELTAZ_NMR
Fiald Strength = 11.62926421[T) (S00[MHz])
( Aoq_Duration = 0.8388608(s]
X_Domain = 13C
X = 124,5010059 [MB=z]
A offsat = 100 [ppa:]
X Points = 32768
X _Prascans =4
X_Resolution = 1.1920929{Hx]
X8 = 39.0625[kHz]
X_Sweep_Clipped = 31.2%5(kHz)]
| Irr_Dowain = Proton
| i Irr_Fraq = 495.13191398 [MHz]
1 Irr Offset = 5[ppm]
| Clipped = TRUE
i Scans = 2000
! Total_Scans = 2000
l Relaxation_Delay = 2[s)
Racvr_Cain = 58
\ - " i M " L W Temp Get = 21[de]
i e NP - Nl " waw W ul X_S0_width = 9.2[us
T T R L o e LR TTTTTTTIT T TTTT] X Acq_Time = 0.8388608(s)
0.0 150.0 140.0 1300 1200 1100 1000 90.0 80.0 70.0 60.0 500 400 300 200 100 0 :_:ntzl- B —"Oé‘::g:
= 4.
X_Pulse = 3.06666667[us)
Irz_Atn_Daa = 21,976[dB)]
NN SN O = HeNOS N D —m ) 1rz_Atn_Nos =:21. 976140}
SOy 0w — — o ol FTAaoneT =it o (=] Irr_Noise = WALTZ
e Ol 900 L P AD O B e e R e e N Irz Puidth = 92[us}
— —_ A
958 BRRQAY 5 SERRRES $845 84 vecoupiing = TR
RS AL IV il - B —
Carbon13
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(2)-13
19F NMR (470 MHz, CDCl5)

S JEOL

-—-- PROCESSING PARAMETERS -
de. 1 T

1 0.0[s)

[%1 t BOIN1 1 1000%]
zearofill ; 1

££t 1 1 1 TRUE : TRUE
machinephase

ppm

Darived from: KMAAL6016-19F-1.jaf

lion : 19F

T T T T T T T T T T T v T T
.0 -20.0 -30.0 ~40.0 -50.0 —60.0 =700 -80.0 -50.0 -1000 -110.0 -1200 -I.M.X =140.0]
A

j

-132.3719

Filenams = KMA&EO16-19F-4._3af
Author = delta
Experimant = mingle_pulse.exd
Sample_id = 83569945
Solvent = CHLOROFORM-D
ion_time = 13 2021 15:51:13
Reviaion tine =1 15:58:15 i
Current_time = 13-MAR-2021 15:58:36 H
I
Conment. = single_pulas 1
pata_format = 1D COMPLEX i
Dim_size = 13107
Dim_title = 19%
Dim_units = [ppal
Dimensions -X
site = ECAS00
rield_strength = 11.7473579[T] (500 [MX
X acq duration = 68.15744[ms]
X_domain = 157
X_freq = £70.62046084 [MAZ]
X _offset = 0[ppm]
X_points = 16384
X_prescans =1
X_resolution = 14.67191256[Hz]
X_» = 240.39461538 [kAz]
Irr_domain = 157
i = 470.62046004 [MHz]
Irx_offset = 5[ppm]
Tri_domain - 187
Tri_freq = 470.63046064 [MHx]
: Tri_offset = 5[ppm}
{ Clippea = TRUE
{ Mod_return =1
Bcans = &4
Total_scans = 6d
X_90_wiath = 11.7 [ua]
X_acq_time = 68.15744 [ns]
. = 45fdag]
X _atn = 4.5[aB]
se = 5.85 [ua]
irr_mode = O
2ri_moda = off
Dante_presat « PALAE
Initial wait = 1ls]
Recvr_gain = 50
Relaxation _delay w» 5[x}
Repetiticn time = 5.06015744[s]
Texp_get = 22.6[aC]
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F. H
AcO
R OACc
NC

A05 bAc

(E)-14

IH NMR (500 MHz. ¢BCI-)

-~--— PROCESSING PARANETERS ---——

de_balance : 0 1 FALEE
sexp : 0,2[HE] = 0.0[s]
£fL r 1 7 TRUE : TRUE
machinsphase

ppm

Darived from: KMALE037-pp_PROTON-1,jaf

s
g

i
5

TN
==
TR

44227
21793
2.1575
21186
16353 ——

o
3%
<~

=0.0000 —=

Pilename = KMA46037-pp_FROTON-5.
Author = delta
iment = single_pul
Sample_id = EMA45037 -
Bolvent " =3
Creation_time = 17-0CT-2019 17:38:04
Revision tine = 17-0CT-2019 17:43:43
Current_tims = 17-0CT-2019 17:44112
= CBCl3
= 1D COMP.
= 13107
= 18
= [ppea)
=X
= ECAS00
= JHM-ECA500
Fisld strength = 11.7473579[T] {500(MH
X_acq duration = 1.74587904(a]
X_domain = 18
= 500.15991521 [MHz]
= 5.0[ppa]
= 16384
w1
= 0.57277737 [Hz]
= $.38430438 [kHz]
-
= 500,15991531 [MHz]
= 5.0 [ppm]
= 1
= 500.15991521 [MEx]
= 5.0 [ppm]
= FALSE
=1
Scans = 16
Total_scans - 16
X_$0_wiath = 12[us]
¥_acg time = 1.74587904[2]
= 45[deg]
-
-
t -
t -
Recvr_gain -
Relaxation delay =
Repstition_time =
Temp_get. -
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F H
AcO
.OACc
NC /

AcO OAc

(E)14

13C NMR (125 MHgz, CDCls) 2 ggglﬁNﬁNCE

—--- PROCESSING PARAMETERS ~---
do_balance{ 0, mss )

sexp( 2.0{Hz], 0.0

hrlp-:r.udt DI8I, un:, auu], 100[%] )
zerofill{ 1 }

££t({ 1, TRUE, TRUE )

ppm
phase{ 187.38406, 224. DEQDS, 59.00889(%] )
phasa( 0, 0, 0.9193914}

zefarence( 77. 125‘1[99!]. 77 [ppm] )

BFlCea%:: XLVI-37 c-1-1.jdf

Filensme = XIVI-37_o-1-6.3df
Author = delta

Experiment = single pulsa dec.3xp
Sample_Td - XIVI-37

Solvent = CHLOROFORM-D
Creation_Time = 1B-NOV-2019 16:55:05
Ravision_Time = 19-NOV-201% 17:10:45
Current_Tima = 19-NOV-2019 17:13:38
Comment - XLVI-37 ¢

Data Format = 1D COMPLEX

Dim_Size = 26214

Dim Title = Carbonl3

Dim Units = {ppm]

Dimaensions =X

Site = JHM-ECXS00
Spectromater = DELTA2_ MMR

11, 62926421([T] (S500[ME=])

X Acq_Duration 0.8386608 (2]
X _Domain 13c

(_Fraq 124.5010059 [MHx]
X_offset 100 [ppa]
X_Points 32768
X_Prascans

x'zn-oluuun 1.1920929 [Hx]

=
—

%

Sweep 39.0625[kEx]
x {_Sweep_Clipped 31.25[kHz]
Irr_Domain Proton
Irr_Freq 455.13191398 [MEx]
Irr_Offset 5 [ppm]
ipped FALSE
Scans 1000
Total Scans 1000
Relaxation Delay = 2[a]
Recvr_Gain - 50
s e 2 B
x 90_Width = 9.2{us]
T LA NS B B B B AL LS B SS RS RS R W T = 0.8388608 [8]
50.0 1400 1300 1200 1100 100.0 90.0 800 700 60.0 500 40.0 30.0 200 100 O X_Angle :sﬂgm}
| A ANS LA B i
= 21.976|dB)
—_— = 21.976{dB]
5 g ASF9N8ERE § 328 = i
wy oy NS INho o Wy = 92fus]
g LR FEgse¥dde ¥ S88 = o
onl3

8152.690~——
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- AcO OAc

(E)-14
19F NMR (470 MHz, CDCl5)

AcO

NC

114,

H

-|\‘OAC

we

P Bexp t
. trapezoid3 1 0[%]

-——- PROCESSING PARAMETERES ————
dc_balance : 0 : FALSE

0.2[Hz] : 0.0[&]

r 80[%] : 100 (%]
zerofill : 1

££t 1 1 : TRUE : TRUE
machinephasa

rpm

Derived from: KMAL4092-19F-1.jar

200

m : 19F

0.0

!
g
3

Ve

-10.0

T T
200 ~30.0

T T T T T L
—400 -500 -60.0 -70.0 -B0.0 -90.0 -100.0 -110.0 -

T T

-118.8728
-119.0287

T

T T T
-130.0 -140.0-150.0,

KMA14092-19F-4.jaf

Filename -

Author = delta

Experiment = single_pulaae.ax2
Sample_id = B#495689

Solvent = CHLOROFORM-]
Creation time = 7-FEB-2021 13:49:37
Revision tims = 15-AUG-2021 10:48152
Current_time = 15-AUG-2021 10:48:58
[ it = single_pulse
Data_format = 1D COMPLEX
Dim_size = 13107

Dim_title = 19F

Dim_units = [ppm]

Dimensiona =

gite = ECA500

=

Field strength = 11.7473579[T] (500[ME
X _acq duration = 68.15744[ms]
X_dcmain = 15¥

X_freq = 470.62046084 [MEx]
X_offset = 0

X_polnte = 16384

X_prescans =1

X_rescluticn = 14.67191256 [Hxz]
X_swasp = 240.38461538 [kHz]
Irr_domain = 197

Irr_freq = 470.62046084 [MHz]
Irr_offaet = 5[ppm]

Tri domaln = 19r

rri fraq = 470.62046084 [MEz]
Tri_offset = 5[ppm)

Clipped = FALSE
Mod_return =1

Scang = 60

Total_scans = 60

X_90_width = 11.7[us]
X_acqg_time = 68.15744[ms]
X_angla = 45[deg]
X atn = 4.5[a8]

X_pulse = 5.85[us]
Irr_mode =

Tri_mode = Off

Dante_presst = FALSE
Initial_wait = 1[s]

Recvr_gain = 46

Relaxation delay = 5[a]
Repetition_time = 5.06815744[s]
Temp_get = 23.4[aC]
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H._F

OAC

N

—
oLy
811

'H NMR (500 MHz, CDCl;)

sexp : 0,2[Hx] : 0.0[s]
£ft = 1 : TRUE : TRUE
machinephase

Derived from: EMA16041-2CDC13_PROTON-1.j
Filanama = KMA16041-2CDC13_PROTO
Author = delta
| Experiment = aingle_pulss.exl
Sasple_id = FMA16041-20DC13
Solvent = CHLOROFORM-
ion_time - 08:10:39
Revision_time = 30-0CT-2019 08:18:04
_time - 30 08:18:12
Data_format = 1b
Dim_alze = 13107
Dim title = 18
Dim_units = [ppm]
ions -X
site = ECA500
2 50
Fleld_strangth = 11,7473579[T] {500[ME
X_acq duration = 1.74587904 (3]
X domain -
X_freq = 500.15991521 [xaz]
|E X_offsat = 5.0[ppm]
X_points 16384
X_brescany
X_resoluticn ¢.57377737 [Hx)
X_sweep 5.38438438[kix]
Iy demain hi:3
Irr_freq 500.15991521 [mux]
Irr_offset 5.0 (ppa]
T ¢ 1E
Tri_freq 500.15991521 [MHEz]
Tri_offsat = 5. ]
Clipped = FALSE
-] lgle e sod_zeturn =1
e ol L gcans = 16
I Total_scans =16
X_90_width = 12fus]
X_acqg_time = 1.74587904[a]
X_angle = 45[deg]
P X_atn = 4.5[dB)
. 7 X _pulse -
. T T T Irr_mods -
50 30 20 10 ? Tri_mode =
I 1 Dante_presat -
\ i ; Initial wait =
Recvr_gain -
- - Relaxation_delay =
Eég E g 2 § g§ g Repetition_time =
SE3 E avi Sdnﬂ Tap_get = 21.6[4C]
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H_F
AcO
-\\\OAC

NC
AcO__ OAc

(Z)-14
13C NMR (125 MH#, CDCl3)

S JEOL

—--- PROCESSING PARAMETERY ——--
dc_balance : 0 : FALSE

maxp t 4.0[Hz] : 0.0[s]
trapezoldd : 0[%] : 80[%] : 100[%]
zerofill : 1

££t + 1 ; TRUE ; TRUR
machinephase

ppm
Darived from: KMA46041-carbom-1.3jdf

| Filenams = KMAA6041-carbon-3.jdf
Authoxr = delta
Expsrimant = aingle pulse_dec
Sample_id = 28538099
Bolvent = CHLORQFORM-D
ion_tims - 03:33:16
Revision_time = 3-JAN-2020 11:30:50
Current_time = 3-JAN-20320 11:32:00
t = single pulse dacouple
Data_Zormat = 1D COMPLEX
Dim_size = 36316
Dim title = 13C
Dim units = [ppm]
iona =X
Bite = ECAS500
Fiold_strength = 11.7473579([T] (500(ME
X_acq duration = 0.83361793(s]
X_domedn = 13C
x_£ = 125.76529768 [MHz]
X_ofiset = 100 [ppa)
i X_points - 33768
\ X prescans =4
X_resolution = 1.19959034 [H2]
wasp = 59.3081761[XHz}
Izr_domain = 1H
Irr_freq = 500.159915321 [MHz]}
Irr_offset = 5.0[ppmi
Clippea = TRUE
Mod_return -1
He = 16000
Total_scans = 16000
' X_90_width = 11.53[us]
€ 0.83361792(s]
ke l X_angle 30[deg]
X_atn 6.6[an}
X_pulss 3.84333333[us]
Irr_atn dec 22.192([48]
) | Irr_atn_nos 22.192[48]
T T I T T e T T T T T T T T T Irr_noise WALTE
00 1400 1300  120. 110.0 100.0 0.0 80.0 0 60.0 L0 40.0 30.0 .0 10.0 =10.0! pecoupling TRUE
\ A | \ /\ initial wait 1ls}
[ \ \ oo ™
_time 2[m)
Recvr_gain 34
S ga8% E'—’. ig g : Relaxation delay = Z[s]
H T 1 2 Repetition time = 2.83361752[al
£ g5 EEESSES we a8 Teup_cet 34.514C)

fon : 13C
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NC \_/
AcO OAc

()14

1F NMR (470 MHz, CDCl5)

sexp : 0.2[Hx] : 0.0([s]
trapezoidd 1 GI%! r BO[N] : 100([%]
zerofill : 1 -
£f£ft 1 1 : TRUE : TRUE
machinephase
rpm

Derived from; KMA46041-19F-1.jaf

[

-100

on: 19F

—60.0 =70.0 -80.0

T T T
=50.0 ~100.0 -110.0

rilaname = KMA46041-19F=3,3af
Author = delf
Experiment = single_pulsa.ex2
saxple_id = E#399102
dolvent = CHLOROFORM-D
Craation time = 11-JAN-2020 11:08:50
Revision_time = 11-JAN-2020 11:13:26
Currant_time = 11-JAN-2020 11:13:55
Comment = single_pulse
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 107
Dim units = [ppm]
Dimensicns =X
Bite = XCAS00
Fleld_strength = 11.7473579[7]1 (500[ME
X_acq duration = 68.15744[ms)
b | X dcmain = 197
X_treq = 470.62046084 [iz]
X_sffset = 0[ppm]
X_points = 16384
X_prescans =-
X_resolution = 14.67191256 (Hz]
| X aweap = 240,38461538 [xEz]
Irr_domain = 157
Irr_freq = 470.63046084 [Mnz]
Irr_offset = 5[ppm]
Tri_domain = 197
| rri_freq = 470.62046084 [MHz]
Tri_offset = 5[ppm]
€1 =
Mod_return =1
Scans = 64 H
‘Total_scans = 64 |
X_80_width = 11.7[ua]
X_mcq_time = 68.15744 [ma)]
X_sngle = 45[dag]
X_atn = 4.5[4aB]
T X_pulse = 5.85[ua]
= | 12z_mode = off
| Tri_mods = off
| Dante_presat = FALSE |
| Initial waic = 1[al
a8 | Recve_gain = 50
§ | Relaxation delay = 5[s)
ﬁa Repatition time = 5.06815744(a] i
Lola] ‘Tamp_cet = 25.9[4C) 1
D)
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(E)-15
'H NMR (500 MHz, CDCl;)

2712

T
‘7—

v
6.7085
6.7028

60

—0.0000 —=

Field_strength
X_scq_duration
X_domain

X_Ireq
X_offset
X_polints
X_prescans
X_resolution
X

swoep
Irr_comain
Irz_freq
Irr_offset
Tri_domain

Dante_presat
Initial wait
Recvz_gain
Relaxation delay
Repetition time
Temp_get

(E NN ERENR]

AEAT AN NRRAN RN

EMA46044_PROTON-5.jaf
delta

single_pulss.ex2
KMA46044
-D
1-NOV-2019 07:59:34
1-NOV-2019 08:06:42
1-NOV-2019 08:07:26

11.7473579(T) (S0C[MH
1.74587504 [}

500.15951521 [MEz]
5.0[ppe]

16384

1

0.57277737 [Ex]
9.38438438 [kHEz]

1
500.15991521 [MHEx]
5.0 [ppm}

1R
500.15991521 [MH=z]
-0 [ppm}

16
16

12[us]
1.74587904 [s]
45[deg]
4.5{aB]

§[us]

4l=]
5.74587904 [s]
31.8[4C)
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BC NMR (125 MH|

JEOL

PROCESSING PARAMETERS ----
dc_balance : 0 : FALSE
sexp : 2.0[Hs] : 0.0[s]
trapezoid3d : 0f%] : 80[%] : 100[%]
zerofill s 1

£ft : 1 : TRUE 1 TRUE
: machinephase

; PR
: Derived from: KMA46044d-carbon-1.jaf

Filename = KMALA6044-carben-3.3jaL
Author = delta

Experimant = single_pulse_dec
Sample_id = 34546045

Solvent = CHLOROFORM-D
Creation_time =  2-JAR-2020 14147:3%
Revision time = 2-JAN-2020 14:49103
Curzent_time = 2-JAN-2020 14:45:36

O 1300

ion : 13C

||

T I
1 , 1100 100.0 90.0 80
|
i

=

483212

Comment = gingle pulse decoupls
Data_format = 1D COMPLEX
Din_size = 26214
Dis_title = 13¢
: Bim_units = [ppm]
| pimensions =X
aite = ECA500
-
Field_strength = 11.7473579[T] (500[MH
‘| X_acq duration = 0.83361792(s)
X n = 13¢
X _freq = 125.76529768 [MHZ]
X_offaat = 100 [ppm]
X_points = 32768
X_preascans - 4
X_resclution = 1.19959034 [B=z]
X_swaep . = 39.3081761 [kEx]
Irr_domain = 18
Irr_freq = 500.15991521 (MHx]
Irr_offsat = 5.0 [ppm]
Clipped -
Hod_return -1
Scans = 30000
Total_scans = 30000
X_50_width = 11.53[us]
X_acq time = 0.83361792({n]
X_angle 30[deg]
X_atn 6§.6[aB]
X_pulse 3.84333333 [us]
Irr_atn_desc 22.192[4s.
Irr_atn_noe 22.192[dB]
Irr_noise WALTE
Decoupling TRUE
Initial_wait 1(s]
Hoa
| Nos_tima 2(s]
! Recvr_gain 28
! Relaxntion delay = 2[s]
‘ Repetition_time 2,83361792[s]
| Temp_gat = 25,2[4C}
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~10.0

Heon : 19F

(E)-15
19F NMR (470 MHz, CDCl5)

HJEOL

—-—— PROCESSING PARAMETERS —-—-
dc_balance : © : FALSE

sexp 1 0.2[He] : 0.0(s]
trapezold3 : O[%] : BO[X] : 100[%]
mexrofill : 1

£ft : 1 : TRUE : TRUE
machinephase

pm

Derived from: KMA47101-19F-1. jar

-20.0

T
-30.0

T
—40.00

T
-50.0

T T T T T
-600 -70.0 -800 -%0.0 -100.0 -110.0

-120.0

AR T
-140.0 ~150.0

= EMA47101-19F-4.jde
Author = dalta
Experi = single pulse.exl
Sample_id = Z#401011
Solvent CHLORQFORN-D
Creation_time 19-PEB-2021 11:10:13
Revigion_tima 19-PEB-2021 11:17:28
Current_tima = 19-FEB-2021 11:18:17
Comment = pingle pulse
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 197
Dim_units = [ppm]
Dimansions =X
Site = ECAS00
rield_st: = 11.7473579[7] {500[ME
X_acq duration = $8.15744{ms]
x_ o = 157
X_freq = 470.62046004 [MHz]
X_offsat = 0[ppm]
X_pointa = 16384
X_prescans =1
X_resolution = 14.67191256[Hz}
X_swesp = 240.38661538 [kHx]
Irr. domain = 197
Irr.freq = 470.62046084 [MHz]
Irr_offsst = 5[ppa}
Txi_domein = 197
Tri_freq = 470.62045084 [¥z]
Pri_offset = 5 [ppa]
1ipped &
turn =1
. = &4
Total_scans = 64
X_90_width = 11.7[us}
X_acqg time 66.15744 [ma}
X_angle
X atn -
X _pulse =
Irr_mode =
2ri_mode =
Dante_presat -
Initial_wait -
Recvy_gain -
Relaxation delay = 5[s]
Repatition time = 5.06815744(s)
Texp_get = 23.3[4c]
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0.96

(2)-15
'H NMR (500 MHz, CDCl5)

& JEOL

==== PROCESSTHG PARAMETERS ----
de_balance : 0 @ FALSE

sexp ¢ 0.3{Hz] 1 0.0[s] |
f£t 1 1 3 TRUE 1 TRUE
machine: L]

g

Derived from: KMALS047_PROTON-1.jaf

e

50113
5.0081 >—’S|— —
5.0068 Lo1

11063
11028
1.0868

Fllename = KNMA46047_PROTON=-5. jaf
Author = delta
Experiment = single_pulse.exd
Sample_id = KMALGO047
Sclveat = CHLOROFORN-D
Creation_time = 9-NOV-2019 09:23:17
Revision_time = 9-KOV-2019 059:29:15
Current_time = 9-NOV-2019 09:29:27
Comment = CDC13
Data_fozmat = 1D
Dim_siz = 13107
Dim_title =18
Dim units = [ppm)
4 =X
Site = ECA500
-

Fleld strength = 11.7473579[T] (500[MH
X_acq duration = 1.74587504[s]
X_domain = 1H

freq = 500.15591531 [MHz]
X_offast = 5.0[ppm]
X_points = 16384
X_prescans =1
X_zesolution = 0.57277737 [Hz)
X_swaep = 9.38438638 [kHz]
Ixr_domain = 1H
Izr_freq = 500.15991521 [MHx]
Irr_otfset = 5.0[ppm)
Tri_domain = 1H
Tel freq = 500.15991521 {MHz]
Tri_offset = 5.0[ppm}
Clippsa = FAL:
Mod_return -l
Scans = 16
Total_scans = 1§
X_90_width = 12[us] |
X_acq_tims = 1.74587904[s]
X_angle 45 [dag]
X_atn 4.5[&8]
X_pulse §[ua]
Irr_mode off
Tri_mode ors |
Dante_presat FALSE i
Initial_walt 1[s] |
Recvr_gain 50
Relaxation_delay 4n]
Repstition time 5.74587504 [a]
Temp_get = 23.7[4c]




(£)-13

13C NMR (125 MHz, CDCLy)

| ===— PROCESSING PARAMETERE ————

| dc_balance : O : FALSE

sexp 1 2.0[Hz] : 0.0[s]
trapezoid3 : O[%] : BO[%] : 100[%]
zerofill : 1

£ft + 1 : TRUE : TRUE
machinephase

ppm
Derived from: KMAAG047-carbon-1.jaf
Filenane = KMA46047-carbon-3.jaf
Author = delta
Experimant = single_pulse_dec
Bample_id = B#711874
Solvent = CHLOROFORM-D
Creation_time = 28-DEC-2019 08:23:45
Revision_time = 28-DEC-2019 08 03
Current_time = 28-DEC-2019 08 302
Comment = single pulsze decoupls
Data_format = 1D COMPLEX
Dim size = 26314
Dim title = 13¢
Dim units = [ppml
Dimensions =X
gite = ECA500
=
| Fleld_strength = 11.7473579[T1 (500 [MH
| X_acq_duration = 0.83361793(s)
| X_domain = 13¢
X_freq = 125,76529768 [MNz]
X_offset = 100 [ppal
X_points = 32768
X_prescans =4
X._resolution = 1,19959034 [Hz]
IWear = 39,3081761[kAz]
Irr domain = 1H 4
Irr freq = 500,15991521 [MHz]
Irr_offsest = 5.0 [ppm}
=
|| Mod_return =1
Scana = 15000
J r 'J ‘ Total_scans = 16000
e ; oy st gt . WA IAY X_90_width = 11.53[ua]
X_ucq_tims = 0.83361792[s]
X_angls = 30
X atn = §.6{dB]
X _pulse = 3.84323333 [us]
Irr_atn_dec = 22,192[a8)
Trr_atn_nce = 22,192[4B]
RS aa R e ASARARRs! IASR Amaanasior T S T T Trr_noise - WAINE
130.0 0. 110.0 100.0 90.0 806 7006 600 50. 400 30.0 20,0 10.0 Decoupling = TRUE
bl | H Inltial_wait - 1[s]
| | \ i { Noe = TRUE
Hoe_tine = 2[=]
Recvr_gain = 28
2y 283 § e REZn § Relaxation delay = 2[sl ;
kG NESRE S nagze 2 | Repetition time = 2.83361792[s]
539 EESSS 22 EuEad S | Tenp_get = 33.714C]
===
lon : 13C
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(2)-15
1F NMR (470 MHz, CDCl5)

JEOL

==e= PROCEBSTHG PARAMET! ——

dc_balance : 0 : FALSE

sexp : 0.3[Hz] 1 0.0[s]

trapezoidd : O[%] : BO{%] r 100([%]
t 1

T#e : 1 3 TRUE 1 TRUE
machinephase

Derived from: KMA46§047-19F-1.jdf

T R aaasanansa st T T T - N Baaaa
T -10.0 -20.0 -50.0 -6“1'0 -70.0 -80.0 -90.0 -l.l)lﬂ.n -1100 - —130.0 ~140.0
/
s Hd
N80
:_rMi!tion:l?F

Filenane = KMA4GO4T-19F-4.jaf
Author = delta
Experiment = single_pulse.exl
Sezple_ia = S#661658

-
Craation_time = 15-MAR~2021 18:23:57
Ravislion_time = 15-MAR-2021 18120:41
Current_time = 15-NAR-2021 18:31:01
Comment = aingle_pulse
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 197
Dim_units = [ppm] ;
Dimensicns =X i
Bite = ECAS00

ke 500
Fleld strength = 11.7473579[T] {500[MH
X_acq duration = 68.15744[ms]
X_domain = 19F
X_freq = 470.62046004 [MEz]
X _offaset = Olppm}
X_points =- 16384
X_prescana =1
X_rasoluticn = 14.67191256[Bz]
X_sweep = 240,38461538 [kHz]
1rr_domain = 19F
Tryr_freq = 470.62046084 [Mux]
Irr_offsst = 5[ppm]
Tri_domain = 15r
Tri freq = 470.62046084 [MHz]
Tri_offset = 5[ppm]
Clipped = TRUE
Mod_return =1
Scans = 654
Total_scans = 64
X_90_width = 11,7 [ws]
X_acq_t: = 68.15744[na]
X_angle = 45[deg]
X atn = 4.5[aB]
X_pulse = 5.85[us]
Irr_mnde = Off
2ri_mode = 0ff
Dante_presat = ¥
Initial_wait = 1[s]
Recvr_gain = 50
Relawation_delay = 5[s
Repetition time =
Tomp_get -
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(E)-16
"H NMR (500 MHz, CDCl5)

G JEOL

>3
-

68196
6.8150

YTt
6.9742

ion ; 1H

T
J¥.\
geaz
g§'|*
SIE9S

2.8870

25670 —

—0.0000 —=

| ===~ PROCESBING mei ——
dc_balance : 0 : FALSI

sexp 1 0.2[Hz] : 0. om
£ft 1 1 : TRUE : TRUE
w‘-ﬂ'ﬂll.

Ppm.
Derived from: kmad60532P_PROTON-1.jdf

Filename = kmad 6053PP_PROTON-5.]
Author = delta
Txperiment = single_pulse.exd
Sample_id = Jkmad 50530
Solvent = CHLOROFORM-D
Creation_ time = 22-WOV-2010 07:43:39
Revision_time = 22-ROV~2019 07:51:31
Current_tims = 22-HOV-2019 07:52:12
t = cdcL3

Data_format = 1D COMPLEX
pPim _size = 13107
Dim_title = 1E
Dim units = [ppm]
D ions =X
Sits = ECAS00
Spectromater = JNM-ECA500
rleld_strength = 11.7473579([T} (500 [ME
X_mog_duraticn = 1.74587904([a]
X_domain = 18
X_freq = 500.15991521 [MHx]
X_offset = 5,
X_points = 16384
X_prescans =1
X_resolutien = 0.57277737[Hz]

L = 9.39430430[kHz]
Irr_domain = 1H

_£: = 500,15991521 [MHx]
Izx_offset = 5.0([ppm]
Tri_dowain = 1H

1 _freq = 500.15991521 [MAz]
Tri_offast = 5.0[ppm]
Mod_raturn =1
Scans = 16
Total_scans = 16
X_90_width = 12[us]
X_moq_time = 1,74587904[s]
¥X_mngle = 45[deg]
X_atn = 4.5[4aB]
X_pulse = &[us}
Irr_mode = Off
Tri_mcde = Off
Dante_presat = FALSE
Initial_wait = 1[s]
Recvr_galn = 56
Relaxaticn_delay = 4[s]
Repetition_time = 5.74587904[s]
Temp_get = 23.2[4c)
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F H
BOMO
.\\\OH

NC™ \
BOMO OH

AN

(E) 164K
13C NMR (125 f
=== PROCESSING P! —
de_balance : 0 : FALSE
sexp : 2.0[Mx] : C.0[a]
trapezoidl : O[] : BO[%] : 100[%]
| Terofill : 1 :
££t 1 1 : TRUE : TAUE
58
pom
i from: 1.3as
Pilenama = EMALG053-carbon-3. jdf
Author = delta
t = wingle pulsa_dec
Sample_id = 88740943 :
Solvent = CHLOROFORM-
Creation time = 27-DEC-2019 07:18:30
Revision_time = 27-DEC-2019 07:43:07
Current_t. = 27-DEC-2019 07:43:52
Coumment single pulse decouple
Data_format 1D COMPLEX
Dim_siz 26214
Dim_title 13c
Dim units [ppm]
Dimansions x
site = ECAS00
rield strength = 11.7473579[T] (500[ME
X_acq duration = 0.83361792(s)
X _domain s = 13
X_tieq = 125,76529768 [MHx]
X _offset 100 [ppm]
X_points 32768
X_prascans 4 i
X_resolution 1.19953034 [Ex]
X_swaep = 39.3081761[kHz]
¢ Irr_domain - 1B
Irr_freq = 500.15991521 [NH3x]
Iry offadt = 5.0 [ppm]
Clipped = FALSE
Mod,_retura -1
Scans = 13600
Tatal_scans = 13600
X_90_width = 11.53[us}
X_acq tine = 0.833617921s]
? X_angle =30 1
. L | x_mtn = §.6[aB]
X_pulse = 3.94333333[us]
irr_atn dac = 32.192[4B)
I —— : ‘ ‘ : S . : | WE At Doe = 33:1920a8]
; P TTIETTI T Ty nodse -
0‘ 110.0 1000 200 80.0 [ 60.0 50.0 40.0 300 20.0 10.0 m'»:;um = TRUE
\ 1 ! Initial_wait = 1[a]
! \ | Koe = TRUE
Hom_time = 3ls]
Recvr_gain = 22
gﬁ gﬂ"‘ § 5§ ”E‘ﬂ3§°" 5 Relaxation_delay = 2[s]
q§ ﬁgi ok 3“35n§§ g Repetition_time = 2.83361792[s]
5 EEEREE EdS £EREdge Temp_got = 24,5140
=8 28
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BOMO OH
(E)-16
19% NMR (470 MHz, CDCl)

& JEOL

==== PROCESSING PARAMETERS ----

10
sexp : 0,.2[Hz] : 0.0[s]
trapezoid3 1 O[%] : BO[%] =
rerofill : 1
££t ¢ 1 1 TRUE :
machinephass

100[%]
TRUE

PRm

Derived from: KMA47108-19P-1.jdf

-10.0

1 19F

~20.0

T
=300

T
-40.0

—50.0

=700

TT T T
—-60.0 -80.0 -9200 -1000 -110.0

T
-1200 -

T

-125.6067
—125.7626

T
130.0

T
~140.0

Comnant. = single_pulse
Data_format = 1D COMPLEX
Dim size 13107
pim_title isr
Dim_units -
Dimensions =-X
site = ECA500
Field strength = 11.7473579[T] (500{ME
¥X_ang _duration = 68.15744 [ma]
X_domnin - 197
X_freq = 470.62046084 [imz]
X_offset =0
X _points = 16384
X_prescans =1
X_resolution = 14.67191256 [Hz]
X_sweep = 240,38461538 [Xiz]
Irr_domain = 197
Irz_| = 470.62046084 [MAz]
Irr_offmet = 5[Hpmn]
Tri_dcmain = 15T
Tri_freq = 470.62045084 [MEz)
Txi_offaset = 5(ppml
Clipped =
Mod_return =1
acans = 64
Total_scans = 64
X_90_width = 11.7 [us]
X_acq_time = §8.15744 [ms)
X_angle - [deg]
X_atn -
X_pulse -
Irz_mode -
Tri_mode = Off
Dants_prasat = FALSE
Initial wait = 1[8]
Recvz_gain = 50
Relaxation dalay = 5(s)

: Repetition tima = 5.06815744(s}
Tenp_get = 21.3[4C)

Filename = KMA47108-19r-3.jar
Author = delta

rimant = wingle_pulse.exa
Bample_id = 5#659829
Solvent = CHLOROFORM-
Creation_time = 11-MAR-2021 18121305
Revision_time = 11-MAR-2021 18:27;55
Curzrent_time = 11-MAR-2021 18:38;08
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'H NMR (500 M

' S dEOL
HZ ol o

dc_balance 1 0 i1 FALSE
sexp : 0.2[8Z] : 0.0[#8]
TRUE

£fr : 1 1 THOE 1
machinsphase
7Y

parived from: KMA46058-p_PROTON-1.jdf

¥ilename = KMA4§058-p_PROTCN-5.]
Auther = delta
Esperiment = single_pulse.sx2
Bample_id = KMA4E058-D
Bolvent . = CHLOROPORM-D
Crestion time = 17-DEC-3019 07:40:02
Revision time = 17=-DEC=2019 07:51:43
Current_time = 17-DEC-2019 07:52:28
¢ t = CDCL3
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_ title = 18
Dim_units = [ppm]
Dimensions -
Site = ECAS00
3 i 500
= i
i rield strength = 11.7473579[21 (500 (M
X_acq duration = 1,74587904[a]
| X domain =1
X_freq = 500.15991521 (MHz]
X _offaet = 5,00
ts = 16384
X_prescans =1
X_resolution = 0.57277737[Hz]
X_sweep = 9,38438430[kEz]
- I Irr_dcmain =18
] IrT_freq = 500.15991521 [MHz]
£ e Tir_offset = 5.0[ppm]
bl Tri_demain -
. Tri_freq = 500,15991521 [MHz]
. Tri_offsst = 5.0[ppm]
Clipped = Fi
& - - Mod_raturn -
8 B - =t Scang = 16
& B = Total_scans = 16
I X80 wiath = 13[us]
X seqt = 1.74587904 [s]
I J (B J A x_angle = 45 [deg]
X_atn = 4.5[dB]
T T - i e e e T T T T X pulse = &lusl
7 60 5 9 3.0 1.0 Irr_mode = off
il J Tri_mode = off
| i \ Dante_presat = FALSE
Initial wait = 1[s]1
- - e Racvr_gain = 50
183 g2gesc 88% 203 22 g P B
wa 25 =5,
16% SS35ES 5533 882 I3 o = b3 Pusacleioa wim o S Trudln]
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ARANETERS
"ALSE

lance : 0 :
s 2.0[He] ¢ 0.0[s

do_ba.
[ 1
trapezoidd : 0[%] : BO[%] : 100([%]
zerofill 1 1

£ft : 1 1 TRUE : TRUE
machinephass

-8 5

Derived from: KMA46058-carbon-1.3jdf

T

90.0 Bjn/r\ ;K 60.0 500 /\ 40.0 300 1(;.!) 10‘.0 T

a
E
.

KMAL6058-carbon-3. jaf
= dalta
single_pulse_dec

Experiment

Sample_id S#T28447

Solvent CHLOROFORN-D

Creaticn_time 25-DEC-2019 05:41:20
25-DEC-2019 07126131

25-bEC-2019 07:27:17

Commant = single pulss decouple
Dats_format = 1D COMPLEX

Dim_size 26214

Dim_title i3c

Dim_units [ppm]

Dimsnsions - X

Bite = ECA500

Spactrometer = JNM-ECA500

Fileld_strength = 11.7473579[T] (ISGOIHE

X_acg duration 0.83361792(s]
X s n 134
X _frag 125.76529768 [MHx]
X _offset 100 [ppm]
X_points 32760
X_prescans 4
X_resotution 1.19959034 [Ez)
X_swaep 3%.3001761 [kEx]
Irr_dcmain iE
Irr_freq 500.15991821 [MEz]
Irz_otfset 5.0 [pgm]
Clipped TRUE
Mod_return 1
Scans 12000

| Potal_scans 12000
X_90_width 11.53[us]
X_mcqg_time 0.83361792(m]
X_angle 30[deg]
X_atn 6.6[4B]
X_pulse 3.84333333[us]
Irr_atn_dec 22.193[aB)
Irr_atn_noce 32.192[a8]
Irr_noise WALTZ
Decoupl. TRUE
Initinl wailt 1ia]
Noe TRUE
Moe_tims a[s]
Recvr_gain 50
Relakation delay = 2[s]
Repstition_time 2.83361792([a]
Texp_get = 25.7[ac)
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N

BOMO OH
(2)-16

1F NMR (470 MHz, CDCl5)

 balance 1 0 1
sexp : 0.32[H3] 1

FALSE
¢.00a

1
trapezoldd : 0[%] : B0[%] & 100[%]

zerofill 1
£ 3 1 3 TRUE
machinephass

rom

Derived from: FMA16058-157-1.jar

~700

T

-80.0

-90.0

T T ey T T T I
0 -100 =200 =300 400 =500 -60.0 -1000 -110.0

:

Hion : 19F

o

\

~120.3381 -
=120.4940

T
-130.0 -140.0

Filename = KMA1605§-19F-3.5df
Author = delta
Expariment = single pulse.ex?
Sample_id - 8403382
-
Crsation_time = 11-JAN-2020 11:17:37
Revision time = 11-JAN-2020 11132147
Current_time = 11-JAN-2020 11:23:00
t = single_pulse
Data_format = 1D COMPLEX
Dim_size = 13107
Dim title = 15¢
Dim_units = [ppm]
Dimensions =X
Bite = ECAS0Q
Spectromatar = JNM-ECA500
Fisld strength = 11.7473579[T] (500[MH
acqg duration = 60.15744[ms]
X_domain = 19r
2req = 470.62046084 [MHz]
X _offsat =0
X_pointa = 16384
X_prescans -1
X_resolution = 14.67191256 [Hx]
X_sweap = 240.38461538 [kHz]
Irr_domain = 197
Irr_freq = 470,62046084 [MHz]
Irr_offsst = 5[ppm}
2ri_domain 157
Tri_freq 47062046084 [Mz)
Tri_offset 5 [ppm}
Clipped
Hod_return
Scana
Total_scans -
X_80¢_width
X_nog_time 8.15744 [ms]
X_angle = {deg]
X_mtn -
X_pulse -
Irr_mode off
ri_mode ofg
Dante_prasat FALSE
Initial_wait 1]
Regvr_gain 50
Relaxation_delay = 5([s]
Repetition_tise 5.06815744 [a]

Taxp_get

25.6[aC]
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BOMO OH
(E)-17
'H NMR (500 M#dz, CDCly)

& JEOL

—=== PROCESSING PARAMETERS ——-——
dc_balance : 0 3 FALIE

sexp : 0.2[Hx]

: 0.0[s]
£ft 1 1 : TRUE 1 TRUE
machinephass

from: e_] 1.4df
rilenane = KMA46054pyLlc_PROTON-S |
Author = delte |
Experiment = gingle_pulse.ex2 i
Sample_id = KMA46054pylc |
% = RN-D |
Ll Creation_time » 3-DEC-2019 18:22:56
Revision_time = 3-DEC-2019 18:35:25
Current_time = 3-DEC-2015 18:35:41
Gl = CPCly
Data_format = 1D COMPLEX
Dim_size = 13107
pim_title = 1K
Dim_unita = [ppm]
Dimensions -X
g site = ECAS00
[ &
Field_strength = 11.7473579[T] (500 (MM
X_acg duration = 1.74587904[s}
X_domain = 1H
x_freq = 500.15991521 [MHz]
X_offaet = 5.0[ppm}
X_points = 16384
X_prescans =1
X_resolution = 0.57277737 [Hs]
X_sweep = 9.38438438 [kHz]
Irr_domain = 18
™~ Irr_treq = 500,15991521 [MEx]
L) 3 § Irr_offsat = 5.0[ppm]
= Tri_domain = 1R
Tri_freq = 500.15991531 [MH=]
Tri_offset = 5.0[ppm]
Clipped = FALSE
[ Mod_return =1
f ] f g J [Z Scans =16
‘ ié | = Total_scans - 18
3 | X_90_width = 12[ua]
“L L) l_JJLI X_acq_tima = 1,74587904[a]
F ol . el s . i X_angle = 45{deq]
X_atn = 4.5[4B]
- A S o o e T e — 1 X pulse = §lusl
L % 2 ! .| 4 Irz_made w Off
7.0 60 H 0, 30 20 19
I 1 i | Tri_mode = Off
1 v [ \ 4 \ Dante_presat = FALSE
Initiel wait = 1[a]
o Recvr_gain = 46
2 aagg fezszazies 23 4 g 858 Relaxation dpiey © i1
e L] = 5,
R SLEISIEeR i 3 = 233 Repstition time C 3 EneTa0dIal
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= =

BOMO  OH ..

BCNMR (125 MH ED
- PROCESSING PARAMETERS ----
balance : 0 1 PALSE
 sexp 1 3.0(Hxz] 3 0.0
trapazold3d : 0[%] : 30[*] + 1000%]
zerofill : 1
££t 3 1 1 TRUE : TRUE
machinephase
Darived from: KMAL6054-carbon-1.jaf
Filenawe = KMAL6054-carbon-3.jaf
Author = delta
Experiment = single_pulsa_dac
Eample_id = B#734129
Bolvent = CELORQFORM-]
Creaation time = 26-DEC-2019 07:09:03
Revision_time = 26-DEC-2019 07352113
_time = 26 19 07:52140
| t = single pulse decouple
: Data_format = 1D COMPLEX
Dim_size = 26314
Dim title = 13C
Dim units =
Dimensions =X
site = ECA500
Spactrometer = JNM-ECAS00
i Pleld streangth = 11.7473579[T) (500[MH
X_acq duration = 0.83361793[s]
X_acmain = 13¢
X_freq = 115 76529768 [MHz]
X_ofIset = 100 [ppm]
inte = 33768
X_prescand -4
X_resolution = 1.19955034 [z]
X_sweap = 39.3081761[kH=]
Irr_domain = 10 :
Irr_freq = 500.15951521 [MHx]
Irr_offset = 5.0[ppm]
Clipped = TRUE
Kod_return =1
Scans = 14000
Total_scans = 14000
X_90_width = 11.53[us]
X_ncq _tioe = 0,83361791([s]
X_angle = 30[deyg]
X_atn = 6.6[aB]
| X _pulse = 3.84333333[us)
Lol L L Trz_atn_dac

. - Ve I ReEauas 1 T T Ranananas T T T Irr_nolse
\ \200‘ 110.0 100.0 /\ 90.0 M%@Q 60.0 50.0 900 300 ‘ m.ﬂ| 10.0 ?‘ /\-10.0 Emtm 3 g
7\ -
Now_time -
X ¥%2 | Recvr_gain -
22 8% ¢ 5 3 25301% 2 2 B gﬁ"‘ Relaxation_delsy = 2[s]
2 2 g ] 5
K i nE H - B9Y | e
:113C
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Fe_H
BOMO
-\

o\

<7 AJEDL

BOMO OH _
(E)-17 Gomatance s O mazmm T

sexp : 0.2{HEz] : 0.0[a

1
19F NMR (470 MHZ, CDC13) txapasoldd 1 OIN1 1 BODW] ¢ 100[%1

£ft ¢ 1 1 TRUE : TRUE
machinephase

bl

Derived from: KMA47121-19r-1.jar

Tilenama = KMA47121-197-3.jaf
Author = delta

Experiment = single_pulse.ex2
| sample_id = B#719109

Solvent = CELOROFORH-D
Creation_time = 1 20:01:41
Revision time = 10-MAR-2021 20:08:12
Current_tine = 10-MAR-2021 20:08:27
Commant = singla_pulse
Data_format = 1D COMPLEX

Dim_size - 13107

Dim_title - 19F

Dim_units = [ppm}

Dimansions X

8ite = ECA500

Spectrometer = JNM-ECA500

Field_strength = 11.7473579([T] {(500(MH
¥_acqg duration = 66.15744[ms}

X_domain 197
X_fzeq 470.62046084 [MHz]
X _offset 0 [ppm]
X_points 16384
X_prescans 1
X_resolution 14.67191256 [Hz]
X_sweep = 240.35461538 [kEz]
Irr_domain = 197
¢ Irr_freq = 470.62046084 [Ez]
L,"""\ Irr_offset = 5 [ppa]
Tri_domain = 15F
Tri_freq = 470.62046084 [NEz]
e P Tri_offset = 5[ppal
Clipped = PALSE
Mod_return =1
Scans - 64
Total_scans = 64
X_S0_widcn = 1i.7[us]
X_acqg_time = 60.15744 [ms}
X_angle = d5[deg]
X_atn = 4.5[aB}
1 r T T T AARARsaERE AREAsARRRY e - I : e X pulse = 5.85 [us]
-100 200 -30.0 —40.0 -500 600 -70.0 -80.0 -90.0 -180.0 -110.0 -1200 -130.0 -140.0 =150.0| 1rz_mode = OF
Tri_mode = Off
Dante_presat = PALEE
| Initial wait = i[s]
F 3 | Regvy, n = 46
r-§ Relaxation delay = 5{s)
hY Repetiticn time = 5.06B157d4[s]
88 Temp_get = 21[ac]
T

on: 19F
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749

33

H_F

E wOH

OTBS

(£)-17 [and[] (£)-17a
TH NMR (500 MHz, CD(l;)

1539

===- PROCESSING PARAMETERS ——--
do_balance : 0 : FALSE

sexp : 0.2[Hz] : 0.0Ls)

£t : 1 : TRUE : TRUE

machl;

ppm
Derived from: KMA46063 PROTON-1.jaf

lom 2 1H

30290
3.0153

=]
-5
e

0.1535
0.1443

10,9539
0.9345

20000 — =7

rilenane = KMA46063_PROTON-5.jaf
Author = delta
Experiment = single_pulse.exi
Fample_id = EMA&G063
Bolvent = CHLOROFORM-D
€ el time L 119 12:48:26
Revision_time = 30-DEC-2019 13:02:127
Current_tizme = 30-DEC-2019 13:02:59
Comment. = CDC13
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = iR
Dim_unita = [ppm]
Dimensions =-X
Sice = ECAS00
-
Field_streagth = 11.7473579[T] (500[ME
X_acq Suration = 1.74587904 (8]
X_domain = 1E
X_freq = 500.15991521 [MHz]
X_offset = 5,0[ppm]
X_poluts = 16384
X_prescans =1
X_resoluticn = 0.57277737[Hz]
X_swaap = 9.38430436[kHz]
Irr_dcmain = 1E
Izx. freq = 500.15991521 [MHz)
Irr_offset = 5.0[ppa)
Tri_domain = 1B
Tri, freq = 500,15991521 [mHx])
Tri offset -= 5.0[ppa]
Clipped = FALSE
Mod_raturn -1
dcans = 1§
Total_scans = 16
X_90_width = 12[us]
X_acq_time = 1.74587304([s]
X_mngle = 45[deg]
X_ata = 4.5[eB]
X_pulse = 6[us]
Irz_mode = Off
Tri_pmode = off
Dante_presat -
Initial _walt = 1[s]
Recvr_gain = 38
Relawxation _delay = 4[s]
Repetition time = 5,74587904(n)
Temp_get = 24.3[4C]
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Derived from: KMAAG063_PROTON-1.jdf

= KMA46063_PROTCN-5.3df
= delta

= mingle_pulse.exl

= KMALE063

-D
- 15 12:48:26

= 30-DEC-2019 13:102:37
= 30-DEC-2019 13:04:00

= cpCL3
= 1p LEX
= 13107

= 18

= Ippm}

-x

= ECA500
= JNN-ECA500

= 11.7473579[T] (500 [¥H
= 1.74587504 [8]

= 1K

= 500,15991521 (MHz]
®= 5.0

= 1638d

=1

= 0.57277737 [Hz]

= 9,38438438 [WH5]

iR
= 500.15991521[MHz]
= 5.0(ppm]
= iR

= 500.15991521[MHz]
= 5.0[ppm]

= FALSE
=1
- 1
= L
1

6
6

= 132[us]
= 1,74587904[s]
= d5[deg]

Relaxation delay = &[5

1
= 5.74587504 8]
= 24.3[4aC]




10.02

JEOL

~—==~ PROCESSING Pl

ARAMETERS -
FALSE

Derived from: KMAd6063I_PROTON-1.jaf

! Filename

i Authar

! Experiment

. sample_id

; Solwvent
Creation_time

i Revision_tims

| Current_time

i Commant
Data_fozmat
i pim size
Dim citle
i Dim_units
Dimensicns
gits
Spectromster

Field_strength
X_scq_duration
X_domain

X _freg

X_offsat
X_peints

Irr_frag
Irr_offset
Tri_Acmain
Tri_freq
Tri_offset
o

Total_scans

X _90_widch
acq_t

ima
\-\,\—/\‘ e ] t‘nﬂ'i-

illion ; 1H

4.6334

4,6059

Dante_presat
Initial wait
Recvr_gain
Relaxation_delay
Repetition tima
Teap_get

KMA46063_PROTON-5.jaf
delta

-
= pingle_pulse.exl
= FMAd6063

= CHLOROFORM-D

= 30-DEC-2019 12:48:26
= 30-DEC-201% 13:02:327
= 30-DEC-2019 13:03:36

= 11.7473579[T] (500{ME
= 1.74587504 [a]

a 1H

= 500,15591521 [MHz]

= 5.0 [ppm]

= 16384

=1

= 0.57277737 [Hz]

= 9.38438435 [kHz]

B
500.15991521 [MHz]
« 0 [ppm]

18
00.153915321 [MHz)
[pr=)

5
5.
n
1
a

= 12[us]

= 1.74587904 [s]
= 45[deg]

= 4.5{aB]

= &[usl]

= off

= oft

= FALSE

= 1(8)

= 38

= 4[s]

= 5.74587904 [8]
= 24.3[4c]
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H_F

.-\\OTBS + AZ%AV ..\\OH

BOMOE E)H :E)TBS
(2)-17 Uand( | (2)-17a

- 8dED

===- PROCESSING PARAMETERS =-==
dc.balance : 0 : FALSE

sexp : 2.0[Hz] : 0.0([a}
trapezoldd : 0{%] 1 80[%]) : 100(%]
zerofill : 1

£ft : 1 1 TRUE : TRUE
machinephase.

PP

Darived from: KMA46¢63-carbon-1.jdf

&

Filename = KMAdE0§3-carbon-3.jaf
Author = delta
Pupariment. = single_pulss_dac
Sampla_id = 88541942
Solvent = CHLOROFORM-|
Creation time » 31-DEC-2019 09:59:04
Revision time = 31-DEC-201% 10:328:31
Currant_time = 31-DEC-2019 10:25:09
Comment. = single pulse deccuple
Data_format = 1D COMPLEX
Dim_size = 26214
Dim_title = 13C
Dim_units -
Dimensions =X
Bite = ECA500
Spectromster = JHM-ECA500
Field strength = 11.7473579[T] (500[ME
X_wog_duraticn = 0.93361792[n]
X_domain = 13C
X_freq = 125.76529768 [MHz]
X_offsat = 100 [ppm]
X _points = 32768
X_prescans =
X_rasolution = 1.19953034 [Hz]
X_swesp = 39.3081761[kHx]
Irr_domain = 1H
Irr_ £ = 500.15991521 [NHz]
Irr_otfset = 5.0 [ppm]
= TRUE
{ Mod_return =1
| | Scans = 24000
N | Total_scana = 24000
X_90_width = 11,53 [us]
X_acq_time = 0,83361792[s]
X _angle = 30{dag]
X _atn = 6.6[dB]
L I[ J X_pulse = 3,84333333 [us]
L i L L ; Irr_atn_dec = 32.192[dB]
Irxr.d = 22.192[ds]
S S T T T T Frrre e Irr_noise = VALTE
0 1100 100.0 So.lg 0 60.0 50.0 40.0 20. ? -10.0 pecoupling = TRUE
! I Initiel walt = 1ls]
1 f ! Nos = TRUE
& s Noe_time - Zgll
Recvr. i =
] 228558 g R g2 28 K8 Relaxation dslay =
= @ on_delay sl
:q§ §§;§§G 55 g;ﬁ 5 §§§ Ea EE ?f Repetition_time = 2.83361792(sl]
55 §§ﬂﬂ§ E S EERER £33 vy == Teap_get. = 2d.6[dC]
ﬁ - il
on

{
1
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(2)-17 Uand[] (Z2)-17a
9F NMR (470 MHz, CDCl3)

ey v
100.0 -100.0

==

\
3

-121.6786 -
-121.8345 -
-123.2062

m: 19F

49

=

2000

=== PROCESSING PARAMETERS ————

. @¢_balance : 0 : FALSE

| sexp : 0.2[Hz] : 0.0[s]
trapezoidl : 0[%] : 80[%] : 100[%)
zerofill : 1

fft : 1 : TRUE : TRUE
mechinephase

ppm

Derived from: KMA46063-CFCl3-1.j&f

KIMRA6063~CFCLI-5. jAf

Filename -

Author = delta

Experiment = single_pulse.ex2
| sample_id = S§dBEOTE

Solvent = ROFORM-T

Craation_tima = 17-AUG-2021 13:23:21
Revision_time = 17-AUG-2021 1 i
: Current_tima = 17-AUG-2021 1

Comment = aingle pulse

Data_format = 1D COMPLEX

Dim_gsire = 13107

Dim_title = 19F

Dim_units = [ppm]

Dimansions =

Bitae = ECAS00

Spectrometer = JNM-ECA500

Field_strength
X_acq duration

11.7473579(T] (500[MH
68.15744 [ms]

X_damain 197

X_freq 470,62046084 [MHz]

X_offset [ppm]

X_points = 16384

X_prescans =1

X_rasolution = 14.67191256[Hz]
¢ X_sweap = 240.38461538 [kiz]

Irr_domain = 19F

Irr_freq = 470.62046084 [MHz] |

1rr_offset = 5[ppm]

Tri_domain = 19F

Tri_freq = 470.62046084 [MHz]

Tri_offdet = 5[ppm]
| Clipped = TRUE

Mod_return =1 i

Scans = 60 |

Total_scans = 60

X_50_width = 11.7[us]

X_acq_time = 68.15744 [ns] i
| x_engla 45 [deg] .
| X_atn 4.5[a3]

X _pulse 5.85[us]

Irr_mode Off

ri_moda ors

Dante_prasat FALSE

Initial wait 1ls1

Recvr_gain = 50

Relaxation delay = 5[

8]
5.06815744[8]
20.7[4c)

Repetition_time
Temp_gat.




(E)-18 b
'H NMR (500 MHz, CDC

:_balance : 0 : FALSE
sexp t 0.2[Ax] : 0.0(m]
£ft 1 1 1 TRUE : TRUE
machinephase

: Dexived from: KiMA46057_PROTON-1.jdf

Filename = XMA4G057_PROTON-5.jdf
Author = delta
Esxperiment = single_pulsse.exl
Sample_id = XMALG057
Solvent = CHLOROFORN-D
Creation_time = 16-DEC-2018 07:50:07
Revision_time = 16-DEC-2019 08:04:51
Current_tims = 16-DEC-2019 08:05:14
B Commant: = €De13
d Data_format = 1D COMPLEX
| Dim_size = 13107
| Dim_title = 1R
| Dim_units = [ppm]
Dimensions =X
8ite = ECA500
-
i | Fleld_strength = 11.7473579(T] (500([MH
| X_acq duration = 1.74587904(s]
X_domain = 1H
8 i X _freq = 500.15991521 [MEX]
B X_offaet = 5.0([ppm)
X_points ~ 16384
scans -1
X_resolution = 0.57477737[Ex]
X_swesp = §.3843B438[xHz)
f!q‘ Izz_domain = 1E
I Irz_freq = 500.139915321 [MEx]
Irr cffset = 5.0{ppm]
Tri_domain = iH
Tri_freq = 500.15991521 [MHz]
2ri_offset = 5.0 [ppm]
- e Fa Clipped = FALSE
Mod_return =1
2 g - il Boans & - 16
< Total_scansi = 16
X_90_width = 13 [us]
J X_ncq_time = 1.74587904(5)
. J . i) X_argle = 45[deg]
xX_atn = 4.5[dR]
T y - v — T I X pulse = §lual
60 5. 4.0 . 30 1.0 1rz_mode = Off
AU 1 | Ted = off
i \ / a \ | Dante_presat = I
Initial_waic = 1(a]
. 4 : i Recvr_gain = 5¢
i §§§§g§ §§ 5— ﬁﬁ éag é g hlu:ttm_ﬂ;::y = 4[s]
= L Repatit. £: = 5, 0
i 399559 35 B EE A%% 3 - Repetition time = 5.74387904 141

iom ; LTH
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BOMO A& r.
P JED

13C NMR (125

~-—~ PROCESSING PARAMETERS ----

dc_balance : D : FALSE

asxp 1 2.0[Hz] : 0.0[s]

trapezoidi 1 O[%] : BO[%] : 100[%]

Ferofill : 1 !
£ft ; 1 : TRUE : TRUE

machinephase

rpm

Derived from: KMA-(6057-carbon-1.jdf

Filename = KMA-46057-carbon-3.3jd
Author = dalta
Experiment = single_pulse_dsc ]
Sample_id = 84718516 |
Solvent = CHLOROFORN-D
Creation _time = 24-DEC-2019 05:24:51
Revision_time = 24-DEC-2019 07:35:d1
Current_tims = 24-DIC-2019 07:36:52
t = aingle pulse dscoupls
Data_format 1D COMPLEX
Dim_sixe 26214
Dim title = 13C
Dim units = [ppia}
Dimensions =X
Bite = TCA500
11.7473579[T] (500 [MH
0.83361792[s]
13¢
135.76539768 [MHz]
100 [ppm]
32768
4
1.19955034 [R3]
393081761 [kHz]
im
i i Irr_freq = 500.15991531 [MHx]
| Irz_offset = 5.0 {ppm]
| Clipped = TRUE
Mod_return -1
; Scans = 13000
Total_scana = 12000
X_90_width = 11.53[us)
| X acq_tine = 0.83361792([a]
i X_angle = 30[deg]
L 5 | | x atn = 6.6[dB]
R X_pulse = 3.84333333[us]
Irr_atn_dec = 23.1921dB]
Irr atn_nos = 332.19314B]
. — - R aaas e aana T T T T ARMAARAM EAARAASERI AN (B 0T T -
10.0 1304 120.0, 1100 1000 90.0 804 70.0 60.0 40, 300 200 100 ? Decoupling = TRUE
A | | Initialwait = 1(s]
£X | ! \ / | |moe - TAOE
ltoc_:!.mh = 3ls]
Recvr_ga = 50
Eg §§""i 3 R§ AESCEE3 £ & g Relaxation delay = 3[s]
7 aﬁ 2 2BE ﬁ &E.-»,.-.ﬁ ﬂ = Rapatition time = 3.83361752(a]
RE  g3883% zs gRRdidds g S | rem o - 3istes
== b=

jon: 13C
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19F NMR (470 MHz, CDCI

L

AJEOD

==~ PROCESSING PARAMETERS ----
de_balance : 0 : FALSE
sawp : 0.3{Hz] : 0.0[s]
trapezoldl : O[%] : 80[%] : 100[%)
zerofill : 1

fft 3 1 1 TRUE : TRUE
machinephase

vom

Derivaed from: KMA47126-2-19F-1.jdf

ion : 19F

T T T T T
=700 -80.0 -%00 -1000 -110.0 -

—121.2421
—-121.4292

>_§4

T
0 -130.0

T
-140.0

= XMA47126-2-19F-4.jaf
author = delta
Experiment = single_pulse.ex?
Bample_ id = 5¥310808
Solvent = CHLOROFORK-D
Creation_tims = 17-MAR-3021 08:39:09
Revision_time = 17-MAR-2031 08:46:07
Current_t: = 17-MAR-2021 08:46:22
Comment = single_pulse
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_titls = 197
Dim units -
Dimensicns =X
site = ECA500
Spectrometer = JNNM-ECAS00
| Field strength = 11.7473579[T] (500([MH
X _acg duration = 68.1574d[ms]
X_domain = 197
X _freag = 470.62046084 [MHz]
X _offset = 0[ppm]
X_points = 16384
¥_prescans =1
X_resolution = 14.67191256 [Ax]
swesp = 240.38461538 [xHz]
Trr_domain =
Irr_f = 470.62046084 [MHz]
Trr_offsst = 5[ppm)
Tri_ = 19%
Tri_f = §70.62046084 [MHz]
Tri_offset = 5[ppa]
Clipped = TRUE
Mod_return =1
Scans = 64
Total_scans = 64
X_90_width = 11.7[us]
t. = 68.15744 [ma]
X angle = 45[4ng]
X_atn = 4.5[(as]
X_pulse = 5.085[us]
Irr_mode = off
Tri_mode -
Dante_presat -
Initial_wait =-
Recvr_gain -
Relaxation delay = 5([sl
Repetition_time = 5.068137d4[s]
Temp_gat = 21.9(4c)
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Ho_F
BOMO
-\\\OH

NC" \

BOMO -
-~ BeJED

TH NMR (500 \

., C
=~=—~ PFROCESSING PARAMETERS ——--
dc_balance : 0
saxp : 0.3[Hz]
fft 1 1 : TRUE
machinephase
ppm

0.0([s]
TRUX

Derived from: RMA46067p PROTON-1.jdf

Filename = KMAA6067p_PROTON-5.]jd
Author = delta
Expariment. = single_pulse.ex3
Bample_ia = XMAAG0S7D
Solvent - -

don_t. =1 18:46:58
Revision_time = L0-JAN-2020 18:55:32
Curzent_time = 10-JAN-2020 18:56:02

t -
Data_format
bim_size
bim_title
Dim_units
Dimansions
fice
Spactrometer -
Fleld strength = 11.7473579([7] (500[MH
X_acqg duration = 1. 87904 [s]
¥_domain 1H
X_freq = 500.15991521 [Mitz]
X_offaet = 5.0[ppm]
X_points = 16384
X_prescans =1
X_resolution = 0.57277737 [Hz]
ap = 9.38438438 [kEz] |
Izy_domain = 1H |
= g Irr_freq = 500.15991523 [MHz]
3 & Irr_offset = 5.0[ppm)
Tri_domain = 1H
_freq = 500.15991521 [MHz]
rri_offset = 5.0[ppm] |
Clipped = FAL
= - ¥od_return =1
= Bcans = 16
Total_scans =16
. X_90_width = 12[us]
X_acq_time = 1.74587904 (s8]
% X_angle = 45[dag]
X_atn = 4.5[48)
T 1 [T X _pulse = &[um]
30 0 1.0 Irr_mode = Off
! | { Trizmode = off
/ | Dante_presat = FALSE
| Initiml wait = 1[s]
: Recvr_gain = 46
388 28 gz Belaxation_delay = 4[s]
= 149 z time = 5. s}
ﬁzn eied Temp_get = 24.9[aC}
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N
NC \
BOMO

d

.

(2)-
13C NMR (125 M

HJEOL

—=—=— PROCESSING PARAMETERS -—--
de_balance 1 0 1 FALSE

saxp 1 2.0[Hz] : 0.0[s)
trapexzolidd : O[%] : BO[%] : 100(%]
zerofill 1 1

fft 1+ 1 1 TRUE : TRUE

mac] .

ppm

Darived from: KMAA6067-carbon-1.jdf

A

137.227%
137.1420

fon : 13C

1400 1304

Jm

—=

93.5805

94,7919

L B o e

=3

i

50.1144
384299

200 10.0 T -10.0

Fil - 3.jar
Author = delta

EXpar: t = single_pulse_dec
sample_id « BR754371

Solvant - -D
Creation tinme = 11-JAN-2030¢ 07:56:46
Revision_time w 11-JAN-2020 08:21:40
Current_time = 11-JAN-2020 0%:22:39

t = single pulse decouple

Data_format -

Dim_six = 26214

Dim title = 13¢C

Dim units = [ppm]

Dimensicns =X

8ite = ECAS500
Spactromater = JHM-ECAS00
Field_strength = 11.7473579([T] (500 [
X_acq duration = 0.83361793(s)

X 4 = 13C

X_freq = 125.76529768 [MEz]
X_offaet = 100 [ppm]
X_points = 32768

X_prescans =4

X_resclution = 1.19955034 [Hz]
X_wwaap = 39.30081761 [kHx]
Irr_s n - 10

Irr_2 = 500.15591521 [MEx]
Irr_cffsst = 5.0([ppm}

Clipped = FALSE
Mod_return -3

Scans = 14000
Total_scans = 14000
X_90_width = 11.53[us]

X_acq _time = 0.83361792(s]
X_angle = 30

X_atn = 6.6[aB]

i = 3.84333333 [us)
Irr_atn _desc “ 2 2[4B)
Izr_atn_nos = 22.192[48]

Irr_noiss = WALTE
Becoupling = TRUE

Initial wait = 1[s]

Hos = RUE
Hoe_tims = a[s]
Recvr_gain = 53
Relaxation delay = 3[s]
Repatition_time = 2.83361792[a)
Tanp_get = 25.5{dC]
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(2)-18
F NMR (470 MHz, CDCl;)

e
=100
on : 19F

S JEOL

===— PROCESSING PARAMETERS --—
dc_balance : 0 ; FALSE

mexp : 0.2{Hz] 1 0.0[s]
trapezoidd : 0[%] : BO[%] : 100([%)
zerofill : 1

£ft 1 1 : TRUE : TRUE
machinephase

PR

Derived from: KMAA6067-19F-1.jdf

T
=20.0

T
-30.0

—40.0

-70.0 800  -900 -1000 -1100 -1

:

T T
-50.0 -60.0

—121.4604 >_.§ g

-1216162

Filenama = KMA4ED67-197-3.jaf
Author = dalta
Experiment = single_pulse.ex2
Sample_id = S#409054
Solvent = CHLOROFORM-D
Creation_tima = 11-JAN-2020 11:27:39
Revision_time = 11-JAN-2020 11:30:22
Current_time = 11-JAN-2020 11:30:49
Comment = single_pulss
Dats_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 197
Dim_units = [ppm]
Dimensicns =-X
Bite = ECA500
Spectraneter = JNM-ECA500
Fleld_strength = 11.7473579[T] (500 [MH
X_acqg duration = 68.15744[ma]
*_domain = 19F
X_fxeq 70.62046084 [MHz]
X _offset
X _points = 16384
X _prescans -1
X_resalution = 14.67191256 [Hz)
X_swasp = 240.30461538[kHz]
Yrr_domain 197
1rr_fraq T0.62046004 [MAz]
Irr_offset [ppm]
Tri_domain 9
Tri_freq = 470.62046084 [MHz]
Tri_offset = 5[pom]
Clippsd = FALSE
Mod_return =1
s§cans = 64
Total_scans - 64
X_90_width = 11,7 [usl
X _acg time = 68.,15744 [ma)
X_angle = 45(deg]
X _atn = 4.5[aB]
X_pulse = 5.85[ua]
Irr_mode = Off
Tri_mode = Off
Dants _presat = FALSE
Initial wait = 1(s]

_gain - 46
Ralaxation_delay = S5(s]
Repetition time = 5.06815744[s)
Teup_get = 15.6[ac]
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BOMO

N N=(

BOMO

N(BOC)2

(£)-20
"H NMR (500 MHz

2
TDCly)

S JEOL

——=- PROCESSING

dc_balance i 0 &

sexp : 0.2[Hz]
fft : 1 1 TRUE
machinephas
ey

PARAMETERS ~---
FALSE

1 0.008]

+ TRUE

Derived from: KMA4G6064_PROTON-1.jdf

e

S

6.7452
6.7417
6.5906
6.5871
5.7637
5.7488

57340
49174
4.8888
4.8270
47583
4.6254
4.579%
4.0872
40792
40597
2.5835
257132

L

.0 30 20

rilename = XMA46064_PROTON-5.3idf
Author = delta
Experimant = single pulse.exl
ESample_id = XMALE064
Bolvent - -D
i time - 19 15115159
Revision_tine = 30-DEC-2019 15:11:33
| current_tims = 30-DEC-2019 15:11:57
3 = CDC13
Data_format = 1D COMPLEX
pim_size = 13107
Dim _title = 1H
Dim units = [ppm]
lons =X
Bite = ECA500
Fleld_astrsngth = 11.7473579[7] (500{MH
X_acq duration = 1.74587504(s]
X_domain = 18
= 500.15991521 [MHz]
= 5.0[ppm]
= 16364
=1
= 0.57277737 [hx]

9.38438438 [kEZ]

S = 1H
Irr_freq = 500.15991531 [MH=x]
Irr_offset = 5.0[ppm]
Tri_domain -
Tri_t: = 500.15991521[MHz]
Tri_offset = 5.0[ppm]
Clipped = FALSE
Mod_return 1
Scans =16
Total_scans = 16
X.90_width 12[us]
X.acg tinme 1.74587904 [s]
X_angle 5 [deg]
X_atn 4.5[as]
X_pulse §[us]
Iix. off
Txi orf
Dante_presat FALSE
Initial_wait 1[a}
Recvr_gain 43 .
Relaxaticn delay = 4[s
Repetition time 5.74587904 [s]
Temp_get -5[ac]
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—
N C\“ N —
BOMO N(Boc)
13C NMR (125 MHz, ¢DCl5)
SAING Pi
ac ance : 0 3 FI
sexp : 2.0[Az] = 0.0[s]
trapszoids : 0[%) ¢ 80[%]) : 100[%)
zerofill i 1
£fft 1 1 1 TRUE : TRUE
machinephase
P
Derived from: KMAA6064-carbon-1.jdf
Filename = KMA4E064-carbon-3.Jjaf
Author = dalta
Expariment = single_pulse_dec
Sample_id = E#508793
Solvent = CHLOROFPORN-
Creation_tims = 30-DEC-2019 05:02:23
Revision time = 30-DEC-2019 09:45:108
Current_t. = 30-DEC-2019 09:47.:08
i Commant = single pulse dscouple
| pata_format = 1D COMPLEX
| Dim_wize = 26214
Dim title = 13¢
Dim_units = [ppm]
Dimensiona =
| gite = ECAS00
I riesla_strength = 11.7473579[TF] {500 [ME
X_moq_duratiem = 0.83361792(s]
X_domain = 13C
X_freq = 135.76529768 [MEz]}
X_offset = 100 [ppe]
= 32768
=4
= 1.19959034 [Hz]
= 39.3081761 [kHz]
= 1E
= 500.15931531 [MHz]
= 5.0 [ppm]
=1
= 24000
) = 24000
H = 11.53[us]
| = 0.83361792([s]
| | - £
= 6.6[dB]
\ J l JL J L = 3.84333333[us]
= 22.193[4B]
= 12.192[4B]
T Ty T T ARAAARAL T T T T T ey T T = WALTZ
140.0 'll!?jk IZKI\ 110.0 100.0 J %0.0 80.0 70.0 60.0 Sltll 40.0 30.0 20.0 10.0 T Decoupling = TRUE
| ‘ ‘ Initial weit = 1{s}
A Ao A A A Hos - - T
Recvr_gain = 26
§ Eog k=3 ¥ § = ZE% 28 3 ] Relaxation delay = 2(sl
1 5 §§ §“ g ;gﬁ a0 § S Repstition tims = 2.83361792(s]
55 § 2% &3 % EE B8% a8 8 Tarp_ger - ac]
= 2 ===
fon : 13C
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(E)-20
19F NMR (470 MHz, CDCl;)

—=-- PROCESSING PARAMETERS —-——
dc_balance : 0 1 FALSE
sexp : 0D.2[Hz] : 0.0[a]
trapazold3 : O[%} : 80[%] : 100(%]
zerofill : 1

f& : 1 1 TRUE : TRUE
machinephase

boo

Darived from: KMALE0G4-19F-1_jdf

1000

>

0.0000 — *#

=119.4340
~119.5898

on : 19F

T
=200.0

Fil = 46064-19F-4.Jaxf
Author = delta
Experiment = single pulse.ex2
Sample_ia = 5630384
Solvent = CHLOROFORN-]
Creation_time = 1B-JAN-2021 17:30:30
Raviaion time = 15-AUG-2021 11:46:21
Current_time = 15-AUG-2021 11:46:37
Comment single_pulse
Data_format 1D COMPLEX

13107

193¢

[ppm]

X

ECA500

Field_strength = 11.7473579[T] (500[MH
X_acq_duration 68.15744 [ma]
| X_domain = 19F

X_freq = 470.62045084 [MHz)
X_offaet = 0[ppm]

X_points = 16384

X_prescans =1
| X_resolution = 14.67191256 [Hz]

_sweep = 240.38461538 [XHz]
Irr_domain = 19¥

Irr_freq = 470.62046004 [MEZ]
Irr_offsst = 5[ppm]
Tri_domain = 197

Tzl _freq = 470.62046084 [MHz]
Tri offaet = Slppm]

Clippeda = TRUE

Mod_return =1

Scans = 16

Total_scans = 16

X_90_width = 11.7 [us]
X_acqg_time =

X_angle =

X_atn =

X_pulse

Trr_mode = Off

Tri_mode = Off

Dante_presat = FALSE

Initial wait = 1{s}

Recvr_gain = 50

Relaxation delay = 5(s}

Repetition time =

-

5.06815744 [s]
Temp_geat 23[4c)
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H._F
BOMO

NC\
BOMO
(2)-20

'H NMR (500 MHz, CDCl,)

N

—

N=(

cl
N7 \
N

N(Boc),

16.18

SJEO

—-- PROCESSING
sa¥p 1 0.3 [Ex]

machi:
ppm.

£f#t : 1 : TROE : TRUE
nephase

Derivea from: KMAL6068_PROTON-1.jdf

rilenama = ¥MA46068_PROTON-5.jaf
Author = dslta
Experiment = single pulse.exl
sample_id = XHA46068
= -
[ Creation time = 16-JAN-2020 19:56334
P Revialon_time = 16-JAN-2020 20:043:15
i Current_time = 16-JAN-2020 20:04:55
t = ¢DC13
Data_format = ip
DPim_size = 13107
Dim_title = 1H
Dim_units = [ppa]
Dimansions =X
site = ECAS00
-
Pield strength = 11.7473579([T] (500(MH
+ ¥_acq duration = 1.74387304[s]
i+ X_de n = 1H
{,‘ X £ = 500.1599153% [MHz]
§ X _offsst -5,
X_points = 16384
X_prescans =1
X_resolution = 0.57377737[H2]
= 9.39430438 [ktixz]
Izr_domain = 1H .
Irr_freq = 500,15991521 [MHz]
Irr_offset = 5.0[ppm]
( n Tri_domain = 18
=& Tri_freq = 500.15991531 [MEz]
f Tri_offset = 5.0{ppm]
- Clipped = FALSE
i Kod_return =1
§ § §’ Bcans =16
L_LI Total_scans =16
X_90_width = 13{us]
X_acg_tims = 1,74587904 [s)
X_angla = 45[deg]
X atn = 4.5[as]
———r : — L BRan e S T T = X pulze - 6[us)
7.0 40 50 4 30 20 10 ? Irr_mode = Off
SR N N AT L EE, iE
I ; i | /\ | ! Dante_presat = FALSE
Initial waic = 1fis]
IS o win = ey w RecvT. et =
e 0§ L LY s 58§ ]| ERERe i
g a2 -
F383 B FI949 FEES a54 = = bk H T
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U

(22
13C NMR (125 MHz

I

S JEOL

wawm PROCESSING PARAMETERS ----
de_bmlance : 0 : FALSE
saxp : 2.0[Hz] : 0.0[s]
trapexoldd : Gl%] : 80[%) : 100(%]
zerofill : 1
£ft 1 1 1 TRUE : TRUE

se

e

5

128.5766
g 128.5194

1279471
120.1352

118.3897

" ‘x’iﬂ””‘:‘16.'6'””ielé.‘d”‘}”'y'o‘.o””ma:&n'
/ f\ ‘

g8 = 3

£ & ]

iIF 8 E

770315
767740

70.4596

60.0 ?0

kL

|

==

27.8614

704119
694962
533479
502765
50.2384
363887

Pra
ived from: 46068- ‘bon-1.jaf
Pilename = FMAA§068-carbon-3.jdf

Authsr = dalta
Exparimant = single_pulse_dec
Sample_id = B¥#752614 i
- H
Creation_time = 17-JAN-2020 07:17153 H
Revision_time = 17-JAN-2020 07:41:27
Current time = 17-JAN-2020 07:42:19
t = single pulse decouple
Data_format = 1D COMPLEX
Dim size = 26214
Dim_title = 13C
Dim units = [ppml
Dimensions =X
Sits = TCAS00
rield_strength = 11.7473579[T] (500[MH
X_acq durztion = 0.83361792[s]
X_domain = 13C
X_freq = 128,76529768 [MAz]
X_offset = 100 [ppm]
X_points = 31768
X_prescans -
ion =-1.1 (Hz)
X_sweap = 39.3081761[xHz]
Ire_demain = 18
Irr_freq = 500.15991521 [Miz]
Irr_offsét = 5,0 [ppm]
Clipped = FALSE
Mod_return =1
Scans = 13200
Total_scans = 13200
X_30_wldth = 11.53[us]
X_acq_time = 0.83361752[%]
X_angle = 30
X_ata = 6.6[a8]
e = 3.84333333[us]
Irr_atn_dec = 22.193[dB]
Irr_atn noe = 232.192[&B].
Irr_noise = WALTE
Decoupling = TRUE
Initlal_wait = 1[s]
Hoe = TRUE
Hoa_tims = 2[s]
Recvr_gain = 52
Relaxntion delay = 2(s]
Repstition time = 2.83361753[s]
Teup_get = 25[4C)




BOMO

NG

1.

BOMO (B
o HJED

19F NMR (470 MHz, CDCly) e ——

dc_balance : 0 : FALSE
sexp 1 0.2[Hz] 1 0.0([m]
trepezoldl : O[%] 1 80[%] 1 100[%]
zerofill ; 1

£ft 3 1 :+ TRUE : TRUE
machinephase

rea

Derived from: FKMA4E066-19F-1.jdaf

Filename = KMALE06S-19F-4.jaf
Authox = delta
Experiment = single_pulse.ax2
Sample_id = S#30107%
Solvent = CHLOROFORN-D
time - 21 08:30:30
Revision_time = I1-JAN-2030 08:33:152
Current_time = 21-JAN-2020 0
Comment = single_pulss
Data_format = 1D COMPLEX
Dis_size = 13107
Dim_title = 197
Dim_units = [ppm]
Dimensions =X
site = ECAS00
Field_strength = 11.7473579{T] (500 [ME
X_acg duration = 68.15744[ms]
X_domain = 197
X_fraq = 470.62046084 [MHz]
X_offaet = 0 [ppa]
X_points = 16384
-1
= 14.67191256[Hx]
= 240.38461538[xHz]
= 157
= 470.62045084 [MHx]
= 5[ppm]
= 15F
= 470.62046084 [MiHz]
= 5[ppm]
= FALEE
e’ -1
-~ 84
= 84
» 11.7[us]
= 68.15744 [ms]
=~ 45{deg)]
. . . = 4.5[48)
T 7 l ‘ T I i 5 T = 5.85]us]
(1] «20.0 ~30.0 —4.0 -50.0 —60.0 -70.0 —80.0 -%0.0 ~100.0 -110.0 =1200 =
= off
Dante_presat = FALSE
Initial wait = 1fs]
Recvr_gain = 46
g Relaxation_delay = 5[s]
oo Repstition_time = 5.06815744[s]
= fio] Tenp_get = 33.5[dc
v
on: 19F
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(E)-6

'H NMR (500 MHz, DMSO-{y) "EDL &

———- ACQUISITION PARAMETERS —-——
Derived from: KMA-XLIII-99_h.1

File Hame = KMA-XLIII-59 h.4
Author = delta

. = KMA=XLIII=$9
Content = KMA-XLITI-99 h
Crsation Date = 4-JUL-2016 14:57:05

Revision Date = 5—J0UL-2016 18:56:38
Spec Site = RCA 500
8pec Type = DELTAZ_NMR
Data Format = 1D COMPLEX
Dimensicnsg =X
Dbim Title = 1H
Dim gixe = 13107
Dim Units = [ppm]
Field_strength = 11.7473579([T] (S00[MH
X_acq duration = 1.74587904(8]
X_domain - 1H
X_freq = 500.15991521 [MEZ]
X_otfset = 5.0lppm]
X_points = 16384
X_prescans =1
X_resolution = 0.57277737(Hz]
X_sweap = 9.38438438[kHz]
Ixr_domain = 1H
& = 500.15991521 [MEZ]
g = 5.0[ppm]
=10
I3 e = 500.15991521 [MHx]
% = 5.0(ppm]
I3 -1
-8
‘ Total_scans -8
X_90_width = 12.7lus}
X_acq_time = 1.74587904 [s]
X_angle = 45[deg]
& [ X_atn = 4.1[a8]
" e X_pulss = §.35[us]
g E "{; 3 2_ r 2 Irr_mods = Off
- [ | L] - Tri_mode - Off
-1 L] 1 Dante_presat = FALSE
=3 | Initial wait = 1[a]
| Relaxation delay = 5[a]
J ] i Rapetition_tims = 6.74587904 [=]
f Experimant = single_pulse.sx2
Recvr_gain = 54
Sclvent = DMIO-DE

S
) 9:0 8‘.0 71!1 y 510 4[0 - 3’0 rI.l IO IE)
LML T AT AL R

x Million : 1H
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(E)-6

13C NMR (125 MHz, DMSO}de)

JEOL ¥

g
?

r Million : 13C

/lf\to 1400
:

28

149.3909

135.8656

T T T T
110.0 100.0 90.0 800

-]
_ﬂF

130.0 1. ‘ q
AN

70.7093 *g'-
615436 — ]
=
s
s14610 — £

39.6716
39.5000
39.3378

63

- ACQUISITION
File Nume

ITERS
Derived from: KMA-XLIII-99 c.l

PARAME: —
= FMA-XLIIZI-99 c.4
delta

KMA-XLIII-99

= KMA-XLIII-99_c

= 4-JUL-2016 22:52:35

Ravision Date = 11-JUL-2016 12:26:08
Spec Sits = ECA 500
Spec Type DELTAZ_ MMR
Data Format = 1D COMPLEX
x

Dim Title = 13C
Dim Sixe = 26214
Dim Units =[]
risld strength = 11.7473579[T) (500 [b
X_acqg duration = 0.83361792[s}
X _domain = 13C

freq = 125.76529768 [MHz]
X_offset = 100 [ppm]
X _pointe = 32768
X_prescans -4
X =1 [Hs}
X_swesp = 39.3081761 [kEx)
Irr_domain = 18
Irr_freq = 500.18991521 [Mux)
Irr offsst = 5.0(ppm]
Mod_return -1

ans = 10000
Total scans = 10000
I_50_width 11.4[us]
X_acq _time 0.83361792 (]
X_angle 30 [deg)
X_atn 6.8[dR}

Decoupling
Initlal wait

Noe

Foe_time
Relaxation _delay
Repetition time
Exparimant
Recvr_gain
Solvent

TROE
a[=])

€3]
2.83361792([s]
single_pulse_dec
0

DMSO-D6




o

T
0.0 100

on: 19F

(E)-6
19F NMR (470 MHz, DMSO-dj)

=—-- PROCESSING FARAMETERS ———-—
dc_buiance 1 0 : FALSE

sexp : 0.2[Hz] : 0.0[=)
trapezoid3 : O[%] : BOT%] : 100([%]
zerofill : 1

£fr : 1 1 TRUE : TRUE
machinephase

ppi

Derived from: KMAd6083-15F_copy-1.jdf

L BRI A L s e e T T B R T ! T
0 -100 -200 -300 -40.0 -500 ~60.0 -70.0 -80.0 -90.0 -100.0 -110.0 -120.0 -130.0 -140.0 -150.0 -160.0

i |

|

0.0000
-126.6980 —
—126.8539

Filename = KMAG6083-15F copy-4.]
Author = delta
Expariment = single pulme.ex2
Sample id = g#6l5421
Solvent = DMSC-DE
Creation time = 10-MAR-23030 17:07:13
Ravision time = 15-AUG-2021 12:48:04
Current_timas = 15-AUG-2021 12:48:42
[ t = single_pulse
Data_format = 1D COMPLEX
Dim _mize = 13107
Dim_title = 197
Dim ynits = [ppm}
Digpensions =X
8ite = ECA500
=
Field_strength = 11.7473575[%] (500[MH
X_acq duration = 68.1574d [ms]
¥_domain s 19F
X_freq = 470,62046084 [MHz]
X_offset. = 0lppm]
X_points = 16384
X_prescans =1
X_resolution 14.67191256 [Hz]
X_sweep .38461538[XxHz]
| Trx_domain 15F
| Irz_fzeq 470.62046084 [MEx]
Irz_offaet = 5 [ppm)
Tri_domain = 1SF
Tri_fraq = 470.62046064 [MHZ]
Tri_offsat = 5 [ppm]
CLi; = FALSE
| Incomplete_copy = TRUE
| Mod_return =1
| Scans =14
Total_scans = 14
X_90_width = 11.7{us]
¥_noq time = §8.1574d [ma]
X_angle -
X_atn -
X_pulse =
Irr_mode -
Tri_mode &
| Dante_presat -
| Initial_wait =
Recvr_gain =
laxation_delay =
Repetition time =
| Temp_gat =
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4.728

(£)-6
'H NMR (500 MHz, DMSO-ds

JEOLF

9.0

r Million : 1H

7.7006 ——

—

7.2597

7.2540

———— ACQUISITICN PARAMETERS ----
Derived from: KMA-XLIIT-150_h.1

File Hame = KMA-XLIII-150 _h.4
Author = delt

Sample ID = EMA-XLIII-150
Content = KMA-XLIII-150_h
Creation Date = 13-gEP-2016 17:00:41

Revision Date 16-8xP-2016 10:18:01
ECA 500

Spec Site -
Spec Typs = DELTAZ_ NMR
Data Format = 1D COMPLEX
Dimansions =X
Dim Title = 1K
Dim Size = 313107
Dim Units = [ppm]
Field_atrength = 11.7473579[T) (500([MH
X_acq duration = 1.74587904(s]
X_domain = 1H
Teq = 500.15931521 [Muz]
X _offset = 5.0[ppm]
X_pointa = 16384
X_prescans -1
X_resolution = 0.57277737 [Hz]
op = $.38438438 [kHz)
= 1E
= 500.15991521 [MHz]
= 5.0[ppa]
- 1E
= 500.15991521 [MHz)
= 5.0[ppm]
-1
=B
Total scans =B
X_90_width = 12.7[us]
X_acq_time = 1.74587904([s]
X_angle = d5[dag]
X_atn = 4.1[48]
X_pulse = §£.35[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial_wait = 1[s]
Relaxaticn_delay = 5[s]
Repetition time = 6.74387904[s]
Expariment = single pulse.exl
Recvr_gain = 50
Bolvent = DMSO-DE
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13C NMR (125 MHz, DMSO-dy) dEDLé;?
—--— ACQUISITION PARAMETERS ————
Derived from: KMA-XLIII-150 c.1
| Tile Name = KMA-XLIII-150_c.3
| Author = delta
| Sample ID = KMA-XLIIT-150
' Content = KMA-XLIIT-150_c
| Creaticn Date = 14-SEP-2016 04:04:14
{ Revisicn Date = 16-8EP-2016 10:22:19
| Spec 8ite = BCA 500
| Spec TYPe = DELTA2_MNMR
! Data Format = 1D COMPLEX
} Dimensicns -x
Dim Title = 13c
Dim Sixe = 26214
Dism Units = [ppm]
Fleld_strength = 11.7473579([T] (S00[MH
X_acq_durstion = 0.83361792[s]
X_domain = 13C
2 = 125.76525768 [MHz]
X_offset = 100 [ppm]
X_points = 32768
X_prescans =4
X resclution = 1.19955034 [Hx]
X_swasp = 39.3081761 [kHz]
Irr demain = 1H
Irr_freg = 500.15591521 [MHz)
Irr_offset = 5.0 [ppm]
Mod_return -
Bcens = 14000
Total_scans = 14000
X_90_width = 11.4[us]
X_acq time = 0.83361792(s]
X_angle = 30 [deg]
X atn = 6.8[AB]
X _pulse = 3.8[un]
Irr_atn_dec = 21.3[dB]
Irr_atn_nos = 21.3[dB]
Irr_noiss = WALTZ
Decoupling = TRUE
Initisl wait = 1[s]
Hoe = TRUE
Hoe_time = 2[s]
Relaxation delay = 2
Repetition time = 2.83361792[s]
Experiment = single pulse_dec
j Recvr_gain = 60
| Solvent = DM80-DE
T T T T T T T T T T T T I T T T T
lsﬂj /mﬂ 140.0, 130.0 IK!NI 1100 1000 900 800 700  60.0 500 x 30.0 200 10.6 0 -10.0
/ | / \\ : ‘ \
TG o aygne 2 S8 &
g ¢ gy 1§ I @
§aE%% §  §E8E F 3 ug%a 4e8
A8a83 = H4938
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(2)-6
19F NMR (470 MHz, DMSO-dj)

100.0

ol

0.0000

ion : 15F

Filenams =

Author = delta

Experimant = single_pulse.exa
Sample_id = S¥54305

Solvent = DMEO-D6

Creation tima = 15-AUG-2021 132:30:323
Reviglon tima = 15-A0G-2021 12:44:44
Current tima ‘m 15-AUG-2021 132:443853
| Comment = single_pulaa
Data_format = 1D COMPLEX

Dim_size = 13107

Dim_title = 19F

Dim_units = [ppm]

Dimensiona =X

Bite = ECA500

Epectrometer = JNM-ECA500

yJEOL

~—-- PROCESSING PARAMETERS --—-
dc_balance : 0 : FALSE

sexp : 0.2[Hz] : 0.0[a]
trapezoidl 1 O0[%] : BO[%] : 100[%]
zerofill : 1

££t 1 1 : TRUE : TRUE
machinephase

ppm

Derived from: KMA43150-19-F-1.jaf

KMA43150-19-F-4.jaf

Field strength
X_acq duration
X_domain
X_freq
X_offset
X_points
X_praeacans
X_resclution

11.74735790T1 (500[MH
€B8.15744 [ms]

19F
470.62046084 {MHz]
0 [ppm]

16384

1
14.67191256 [Hz])

X_sweep 240, 38461538 [kHz]
| Irz_domain 197

Irr_freq 470.62046064 {MHz] |
¢ Irr_offast 5 {ppm] |
rri_domain isr |
. Tri_freq 470.62046084 [auz]
| Tri_offaset 5 [ppm]

C1i TRUE

Hod_return 1 |
Scans 60 |
‘Total_scans &0
| X_90_width = 11.7[us]

X_acq_time = 68,15744 [zs]

X_angle = d5[deg]
| X _atn = 4,5[48]

X_pulse = 5.85[us]

Irr_mode = Off

Tri_moda = Off

Dante_presat = FALSE

Initial wait = 1[a]

Recvr_gain = 50

Relaxation delay = 5[

=]
Fepstitien_tima = 5.06815744[s]
Temp_gat = 20.8[4C]

HPLC traces of biological assay samples (E)- and (£)-6

Method: 20% MeOH in H,O (contained 0.5% of AcOH); 10 mL/mn.

For (E)-6; R, = 10.1 min. Area; 99.3%.
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A=l :@CHRMI . COQ ATTEN= & SPFED 5.0

- so.0 16.119

CRSA CHROMATOPAC CH=1 Report No. = DATA=1 : @CHRM1. COO 22/11/15 18:13:16
#% CALCULATION REPORT #%
CH PKNO TIME AREA HE T GHT MK 1DNO conNe NAME
1 S. 447 10540 811
2z 5. 7R3 1832 v
3 10.119 1682930
TOTAL 1695301

For (£)-6; R,= 11.2 min. Area; 98.3%.

C~R8A CHROMATOPAC CH=1 DATA BCHRM1 . COO ATTEN- S 5.0
0.
1.172
- 1209
= 1alo
C~R8A CHROMATOPAC CH= Report No.=1 DATA=1: @CHRM1 . COO 22/11/16 07:32:48
** CALCULATION REPORT wx
CH PENO TIME AREA HE IGHT MK IDNO CONC NAME
1 5.54 6029 398
6. 904 75
3 7.442 47
4 8.125 29 v
5 11.172 12164 v
TOTAL 872867
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