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COOEt

TIM_1H_52-4.jdf

delta
single_pulse.ex2
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single_pulse
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[
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1H
399.78219838 [MHZ]
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0.22897343 [Hz]
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= 1H

= 399.78219838 [MHZ]
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= 399.78219838 [MHz]

= 11.9[us]
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= 45[deg]
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= Off
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1-AUG-2017 16:57:53
1-AUG-2017 17:21:40
1-AUG-2017 17:22:13

single pulse decouple

ECX 400
JNM-ECX400
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13c
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TIM_DEPT135_52-4.jdf
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26214

13C
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JNM-ECX400
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i Comment = single_pulse
= Data_ Format = 1D COMPLEX
] = Dim_Size = 26214
] — X _Domain = 1H
] v Dim Title = 1H
] Dim Units = [ppm]
< Dimensions =X
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] Spectrometer = JNM-ECX400
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] X_Acq_Duration = 4.36731904([s]
4 X Domain = 1H
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(3 o X Offset = 7([ppm]
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Selection_angle = 135[deg]
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60.0 50.0, 40.0 30. 20.0
| At Iy
«Q a \O v O 0 T )
- 3 2 2E23 SR 83 2
‘ ] ] noR Se ©Sa ]
o o Wi T o - A oo W L
b= - Lelarlackorl M N aaa -
|
L X : parts per Million : 13C |

compound 14 DEPT



4.0
s

04

3.0
1

o

02

o1

1.0
L

.74

abundance

s
27998

-
1.05

ol

2.48

0.69

0.34
034

[y —

0.75

=

1.2

1.03

28
"5
——
<<

4.1815
4.1638

R R R A AR EE LR RE s sy

40 39 38 37 T.(S 35 34 33 32 31

4.1409

Xis parts per Million : 1H

3.6225

T T T T T T

e

2.9776
2.9106
2.8316
2.8155
2.7995

2.9495 §°

2.9209

T L B B B e R R R R R R R R R REEAS RE Ry e

( ﬂ) QK'“W ul”? Kt‘\l‘s 14 13

A

e

1.2582
12227

Creation_time

Revision_time
Current_time

Comment
Data_format
Dim_size
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
Irr_domain
Irr_freq
Irr_offset
Tri_domain
Tri_freq
Tri_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acqg_time
X_angle

X_atn

X_pulse
Irr_mode
Tri_mode
Dante_presat
Initial wait
Recvr_gain
Relaxation_delay
Repetition_time
Temp_get

o COOMe

COOEt

TIM_1H 114-4. jdt
delta
single_pulse.ex2
TIM_ 114
CHLOROFORM-D
6-MAR-2018 08:38
6-MAR-2018 13:1
6-MAR-2018 13:1

357
4

single_pulse
1D COMPLEX
26214

1H

[ppm]
X

ECX 400
JNM-ECX400

9.389766[T] (400[MHZz]
4.36731904(s]

1H
399.78219838 [MHz]
7L

32768

5

0.22897343 [Hz]
7.5030012[kHz]
1H

399.78219838 [MHz]
5[ppm]

1H
399.78219838 [MHz]
5 [ppm]

FALSE

x

8

8

11.9[us]
4.36731904[s]
45 [deg]

3[aB]
5.95[us]

5[s]
9.36731904[s]
20.3[4cC]

compound 15 H NMR




.
L sk \
] |
3] 1
b o | o COOMe
| _.;;
| = COOEt
1 i
e |
3 |
i |
| &
| EH i R P SO SIS S
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| s i | Author = delta
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| H Creation_time = 6-MAR-2018 09:32:12
| !11 Revision_time = 6-MAR-2018 13:11:37
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S ;! Comment = single pulse decouple
.‘% Data_format = 1D COMPLEX
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ol Mod_return =1
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X_angle = 30[deg]
X_atn = 7.8[4aB]
X_pulse = 2.72[us]
Irr_atn_dec = 22.703[4B]
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8 Irr_noise = WALTZ
-1 Decoupling = TRUE
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Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time

| Current_time

Comment
Data_format
Dim_size
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
Irr_domain
Irr_freq
Irr_offset
Clipped
Mod_return
Scans
Total_scans

X_acqg_time
X_atn
X_pulse
Irr_atn
Irr_atn_dec
Irr_noise
Irr_pulse
Decoupling
Initial_wait
J_constant
Recvr_gain

Relaxation_delay

Selection_angle
Selection_pulse
Temp_get

o COOMe

COOEt

TIM_DEPT135_114-4.jdf
delta

dept .ex2
TIM_114
CHLOROFORM-D
6-MAR-2018 09:58:04
6-MAR-2018 13: 00
6-MAR-2018 13:12:04

DEPT with decoupling
1D COMPLEX

26214

13c

[ppm]

X
ECX 400
JNM-ECX400

9.389766[T] (400 [MHz]
1.04333312(s]

13c

100.52530333 [MHz]

120 [ppm]

32768

4

0.95846665 [Hz]
31.40703518 [kHz]

1H

399.78219838 [MHz]
5[ppm]

FALSE

3

500

500

1.04333312([s]

3[aB]
22.703[4B]
WALTZ

11.9[us]
TRUE

1[s]
140[HZ]
46

2[s]

135 [deg]
17 .85[us]
20[4c]
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Comment = single_pulse
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{1 ¢ Solvent = DMSO-D6
1 8 Creation_time = 29-MAR-2018 15:48:24
Revision_time = 29-MAR-2018 18:03:11
1 &8 | Current_time = 29-MAR-2018 18:03:28
3 ( Comment = single pulse decouple
i S Data_format = 1D COMPLEX
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1 & Dim_title = 13C
5 DMSO0-d6 Dim units = [ppm]
S Dimensions =X
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X_acq_time = 1.04333312([s]
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X_atn = 7.8[daB]
X_pulse = 2.72[us]
Irr_atn_dec = 22.703[4B]
Irr_atn_noe = 22.703[4aB]
8 Irr_noise = WALTZ
Decoupling = TRUE
-s Initial_wait = 1[s]
g Noe = TRUE
é Noe_time = 2[s]
Mgt WW Recvr_gain = 46
e Relaxation_delay = s
Repetition_time = 3.04333312(s]
R T R L B e e B L B a2 e o e B R B . .1jT,,,]H,[,,..,vu,rm_”c = 20[4c]
’2100 200.0 190.0 1800 ;\700 160.0 150.0 140.0 130.0 120.0 1100 1000 9.0 80.0 70.0 / / 0 S‘T) 40.0/"\?@ k A
[ > Qe wi- o ~ o0 00 v [ 3
3 38 988 & EgERER &C
o gg T8 2 s9¥s8] I3
o — - |
X : parts per Million : 13C N

compound 16 13C NMR



0.3

0.2

0.1

abundance

-?.3

50.0257

o
58
“ ©
bt B ]
-
e e

361338 ——
35.5999
34.9706
34.1030
32,7109

S

26.4658
26.2751
14.6047
144713 —

Creation_time
Revision_time
Current_time

Comment
Data_format
Dim_size
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
Irr_domain
Irr_freq
Irr_offset
Clipped
Mod_return
Scans
Total_scans

X_acq_time
X_atn
X_pulse
Irr_atn
Irr_atn_dec
Irr_noise
Irr_pulse
Decoupling
Initial wait
J_constant
Recvr_gain

Relaxation_delay

Selection_angle
Selection_pulse
Temp_get

o COOEt

COOEt

TIM_DEPT135_125-4.jdf
delta

dept .ex2

TIM_ 125

DMSO-D6

29-MAR-2018 15:52:13
29-MAR-2018 15:01:26
29-MAR-2018 18:03:44

DEPT with decoupling

ECX 400
JNM-ECX400

9.389766[T] (400 [MHZ]
1.04333312(s]

13c

100.52530333 [MHz]

120 [ppm]

32768

4
0.95846665 [Hz]
31.40703518[kHz]

1H

399.78219838 [MHz]
5 [ppm]

FALSE

1
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1.04333312(s]
7.8[dB]
8.16[us]
3[as]
22.703[aB]
WALTZ
11.9[us]
TRUE

1(s]
140[HZ]

46

2[s]
135[deg]
17.85[us]
19.9[4c]
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< - 8 Filename = TIM_1H_106-4.3jdf
2 e Author = delta
Experiment = single_pulse.ex2
Sample_id = TIM_106
] | I Solvent = CHLOROFORM-D
| 1 | Creation_time = 16-FEB-2018 04:37:01
2 { Revision_time = 16-FEB-2018 10:49:31
B Current_time = 16-FEB-2018 10:51:11
]
2 Comment = single pulse
- = Data_format = 1D COMPLEX
< Dim_size = 26214
1 4 Dim_title = 1H
b ' Dim_units = [ppm]
Dimensions =X
Site = ECX 400
Spectrometer = JNM-ECX400
- | Field_strength = 9.389766([T] (400[MHZz]
5 3 X_acq duration = 4.36731904[s]
X_domain = 1H
X_£freq = 399.78219838 [MHZz]
X_offset = 7 [ppm]
i X_points = 32768
: (25 X_prescans =1
. oy - X_resolution = 0.22897343[Hz]
30 X_sweep = 7.5030012[kHz]
I | . Irr_domain = 1H
< ’ \ Irx_freq = 399.78219838 [MHz]
- Irr_offset =
1 g 22 F IF 8 a3 o Tri_ = 1H
3 3§§== 3 :'5;55 3 3H §§§§§ § IERIR §§§ Tri_freq = 399.78219838 [MHz]
m X : parts per Million : 1H R e gi_ofll.t : :[m]
] Mod_return =1
“w Scans =8
Total_scans =8
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g ) X_90_width = 11.9[us]
= X_acq_time = 4.36731904(s]
X_angle = 45[deg:
X_atn = 3[dB]
8 e X_pulse = 5.95[us]
5 I Irr_mode = Off
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§ 2 Dante_presat = FALSE
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| Filename

Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Comment
Data_format
Dim_size
Dim_title
Dim_units
Dimensions
Site
Spectrometer

Field_strength
X_acq_duration
X_domain
X_freq
X_offset
X_points
X_prescans
X_resolution
sweep

Irr_domain
Irr_freq
Irr_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq_time
X_angle
X_atn
X_pulse
Irr_atn_dec
Irr_atn_noe
Irr_noise
Decoupling
Initial wait
Noe

Noe_time
Recvr_gain
Relaxation_delay
Repetition_time
Temp_get

o CN

COOEt

TIM_13C_106-3.jdf
delta
single_pulse_dec
TIM_106
CHLOROFORM-D
16-FEB-2018 05:31:33
16-FEB-2018 10:51:35
16-FEB-2018 10:51:55

single pulse decouple

ECX 400
JNM-ECX400

9.389766([T] (400 [MHZ]
1.04333312([s]

13c

100.52530333 [MHz]

120 [ppm]

32768

4

0.95846665 [Hz]
31.40703518 [kHz]

1H

399.78219838 [MHz]
5 [ppm]
FALSE

1
1000
1000

8.16[us]
1.04333312(s]
30 [deg]
7.8[dB]
2.72[us]
22.703[dB]
22.703[aB]

2([s]
3.04333312(s]
20([4ac]
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Creation_time
Revision_time
Current_time

Comment
Data_format
Dim_size
Dim_title
Dim_units
Dimensions
Site
Spectrometer

Field_strength
X_acqg_duration
X_domain
X_freq
X_offset
X_points
X_prescans
X_resolution
X_sweep
Irr_domain
Irr_freq
Irr_offset
Clipped
Mod_return
Scans
Total_scans

X_acqg_time
X_atn

X_pulse

Irr_atn
Irr_atn_dec
Irr_noise
Irr_pulse
Decoupling
Initial wait
J_constant
Recvr_gain
Relaxation_delay
Selection_angle
Selection_pulse
Temp_get

o CN

COOEt

TIM_DEPT135_106-3.jdf
delta

dept . ex2

TIM_106

CHLOROFORM-D
16-FEB-2018 05:57:23

16-FEB-2018 10:52:23

DEPT with decoupling

ECX 400
JNM-ECX400

9.389766[T] (400 [MHZ]
1.04333312(s]

13c

100.52530333 [MHz]
120 [ppm]

32768

4
0.95846665 [Hz]
31.40703518 [kHZ]

1H

399.78219838 [MHz]
5 [ppm]

FALSE

Cl

500

500

1.04333312(s]
7.8[dB]
8.16 [us]

3[as]
22.703[dB]
WALTZ
11.9[us]
TRUE

1([s]
140[HZ]
46

2[s]
135[deg]
17.85[us]
19.9[4c]
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Tri_Offset
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Scans
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Recvr_Gain
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Dante_Presat
Initial Wait
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TIM 1H_64-2.3jdf
delta
single_pulse.ex2
TIM 64

CHLOROFORM-D
25-0CT-2017 19:20:27
20-0CT-2019 14:46:51

single_pulse
1D COMPLEX
26214
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JNM-ECX400

9.389766[T] (400 [MHz])
4.36731904[s]
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399.78219838 [MHz]
7 [ppm]
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1

0.22897343 [Hz]
7.5030012 [kHz]
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399.78219838 [MHz]
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Compound 18 'H NMR




e oy h«wWMWW“wwwmww W

36.077
35915
34.885

X : parts per Million : 13C

T T
310 30.0 29.0 28.0 27.0 26.0

Chloraoform

O CcOOH
COOEt

9
g_: 3
00E 5
—
] 3
i

-
R
SER:

4 g

1 S
<] g
s S
S ] g

13

1
(o o
—J g
ed <

1

1 <
=
(= H

1%

R
8; 370
S
O ]
Q_
=l
< 7
Q_
<3
INE
Q_
=k
(<]

8 =
o
i
& <
3 '
o =1
o

(=)

)

.

<

(o}

LS B o U R G

175.386,
172593 —

X : parts per Million : 13C

L LT L L 0 U 7y S IS %t LS B L S L

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0

42,665 — & 1

L LI B L B

7

36.630 —_ © 1

65.005 ——
61.763 ——
49.244 ——
36.077
35915
34.885
31.757
29.793
26.542
26.227
14.014

Filename
Author
Experiment
Sample_ Id
Solvent

Actual_start_Time

Revis i;n_Time

Comment
Data_Format
Dim Size
X_Domain

Dim Title
Dim Units
Dimensions
Site
Spectrometer

Field Strength

X_Prescans
X_Resolution
X_Sweep

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
Decoupling
Initial Wait
Noe

Noe_Time
Repetition Time

TIM 13C_64-2.jdf
delta
single_pulse_dec
TIM 64

CHLOROFORM-D
25-0CT-2017 19:24:02
20-0CT-2019 14:35:11

single pulse decoupled ga
1D COMPLEX

26214

13c

13c

[ppm]

x

ECX 400
JNM-ECX400

9.389766[T] (400 [MHz])
1.04333312([s]

13c

100.52530333 [MHz]
120 [ppm]

32768

4

0.95846665 [Hz]
31.40703518 [kHz]
1H

399.78219838 [MHz]
5 [ppm]

TRUE

1000

1000

2[s]
50

23[dC]
8.16[us]
1.04333312([s]
30 [deg]
7.8[dB]
2.72[us]
22.703[dB]
22.703[dB]
WALTZ

TRUE

1[s]

TRUE

2[s]
3.04333312(s]

Compound 28 13C NMR




O cooH
COOEt

50.0 60.0 70.0

25-0CT-2017 20:15:06

Actual_Start Time
20-0CT-2019 14:28:51

Revision_Time

=

(=]

5

=

(=3

[ag]
Filename = TIM DEPT135_64-3.jdf

o Author = delta

= Experiment = dept.ex2

ISy Sample Id = TIM 64
Solvent = CHLOROFORM-D

o =

=

' Comment

(0 e i N I S O O 0 T O O N M T 0 S0 O el W O N 0 A i O ol o O Ol i A e s o o

| = DEPT with decoupling
I ‘ ! | Data_Format = 1D COMPLEX
i i = 26214
| v | .W‘ | | . M \ w. ({ Y D:.m_Sx?s =
S R “WMMWMWWMM /v,l erw’w,mwlﬂww W MHAA WA X Domain =13
ll ‘ [ | ‘ Dim Units = [ppm]
o [ | Dimensions =X
= | Site = ECX 400
b Spectrometer = JNM-ECX400
1
o Field Strength = 9.389766[T] (400([MHz])
= X_Acq_Duration = 1.04333312([s]
Isdl X_Domain = 13C
' X_Freq = 100.52530333[MHz]
X_Offset = 120 [ppm]
= X_Points = 32768
< X_Prescans =4
[} X_Resolution = 0.95846665[Hz]
X_Sweep = 31.40703518[kHz]
(=] Irr Domain = 1H
=) Irr_Freq = 399.78219838 [MHz]
b i Irr Offset = 5[ppm]
Clipped = FALSE
o Scans = 500
=S Total_Scans = 500
v
-~ ! Relaxation Delay = 2[s]
2 Recvr_Gain = 46
g2 Temp_Get = 22.9[dC]
5 g X_Acq_Time = 1.04333312(s]
T X_Atn = 7.8([dB]
§ X Pulse = 8.16[us]
Irr Atn = 3[dB]
=) Irr Atn Dec = 22.703[dB]
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 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:r_NOise = WALTZ
Irr_Pulse = 11.9[us]
70.0 60.0 50.0 40.0 30.0 20.0 10.0 | pecoupling = TRUE
Initial Wait = 1[s]
l /)\ \ ‘ ‘ /\ J_Constant = 140[Hz]
Selection_Angle = 135[deg]
a g -G 8 Il: L5 5‘. gﬁ g R = Selection Pulse = 17.85[us]
=~ N e Lo = = b 3o e
- =N ] - 3-Tald - O o <
1= < <t cAcAcnon A ISR —

X : parts per Million : 13C
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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
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
Dante_Presat
Initial Wait
Repetition Time

(LI T O T

TIM 1H_241-2.3jdf
delta

single pulse.ex2

TIM 241

DMSO-D6

19-0CT-2019 05:09:47
19-0CT-2019 23:50:00

single pulse
1D COMPLEX
26214

1H

1H

[ppm]

X

ECX 400
JNM-ECX400

9.389766[T] (400[MHz])
4.36731904[s]

1H

399.78219838 [MHz]

7 [ppm]

32768

1

0.22897343[Hz]
7.5030012[kHz]

1H
399.78219838 [MHz]
5[ppm]

1H

399.78219838 [MHz]
S[ppm]

FALSE

8

8

5[s]

34

0[dcC]

5.5[us]
4.36731904([s]
45[deg]
3.5[dB]
2.75[us]

Off

Off
FALSE

1[s]
9.36731904[s]

Compound 39 'H NMR
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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
Irr_Domain

Irr Freq

Irr Offset
Clipped

Scans
Total_Scans

Relaxation Delay
Recvr_Gain

X Acq_Time

X _Angle
X_Atn

X _Pulse
Irr_Atn Dec
Irr_Atn_ Noe
Irr_Noise
Decoupling
Initial Wait
Noe
Noe_Time
Repetition Time

TIM 13C_241-2.3df
delta

single pulse_dec

TIM 241

DMSO-D6

19-0CT-2019 05:13:28
19-0CT-2019 23:24:11

single pulse decoupled ga
1D COMPLEX

26214

13C

13C

[ppm]

X
ECX 400
JNM-ECX400

9.389766([T] (400[MHz])
1.04333312([s]

13C

100.52530333 [MHz]

120 [ppm]

32768

4
0.95846665[Hz]
31.40703518[kHz]

1H
399.78219838 [MHz]
5[ppm]

FALSE

5000

5000

2[s]

46

0[dC]
13.87([us]

1.04333312(s]
30[deg]
5.2

.2[dB]
4.62333333[us]
29.907[dB]
29.907[dB]
WALTZ

2(s
3.04333312(s]

Compound 19 13C NMR
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X : parts per Million : 13C

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
Irr_Domain
Irr_Freq
Irr_Offset
Clipped

Scans
Total_Scans

Relaxation Delay
Recvr_Gain
Temp_Get

X _Acq_Time
X_Atn

X Pulse

Irr_Atn

Irr_ Atn Dec

Irr Noise

Irr Pulse
Decoupling
Initial Wait
J_Constant
Selection_Angle
Selection Pulse

TIM DEPT135_241-4.3df
delta

dept.ex2

TIM 241

DMSO-D6

19-0CT-2019 09:27:26
19-0CT-2019 23:58:03

DEPT with decoupling
1D COMPLEX

26214

13C

13C

[ppm]

X

ECX 400
JNM-ECX400

9.389766[T] (400[MHz])
1.04333312([s]

13C

100.52530333 [MHz]

120 [ppm]

32768

4
0.95846665[Hz]
31.40703518[kHz]

1H
399.78219838 [MHz]
5[ppm]
FALSE
3000

3000

2[s]

46

0[dc]
1.04333312([s]
5.2[dB]
13.87[us]
3.5[dB]
29.907[dB]
WALTZ
5.5[us]
TRUE

1[s]
140[Hz]
135[deg]
8.25[us]

Compound 19 DEPT



0.7 0.8

0.6

0.5

0.4

0.3

0.2

0.1

s v b v v v by v v v b v b v v v b v v v bev v v b v Ly

abundance

L

O COOH

COOEt

w0 (8
. E E E 2|
]
o
&
<
&
2_
DMSO
Z...
3 2
] S =
& =
=
o] 8 DMSO
wy
i
;_
K]
]
H
27 26 25 24 23 o =
3 o = 9
I . :
$332 2 Bl s
XS I 42 41 40 39
X - narts ner Million = 111 //h\\
2sgmes
2 L ;
o X+ parts ver Million « 1H
B R N o N N R R RN R R
14.0 13.0 12.0 11.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
< QPO NRAN— A TROOSO =AM OR
P~ ST QRO O TARONAD IS —OF A
b TR VN ORRIN [ YNNIN T = —
[ T T AL O] O] O
X : parts per Million : 1H

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
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
Dante_Presat
Initial Wait
Repetition Time

1L 1

(LI T O T

TIM 1H_240-2.3jdf
delta

single pulse.ex2

TIM 240

DMSO-D6

17-0CT-2019 17:32:19
18-0CT-2019 18:42:20

single pulse
1D COMPLEX
26214

1H

1H

[ppm]

X

ECX 400
JNM-ECX400

9.389766[T] (400[MHz])
4.36731904([s]

1H

399.78219838[MHz]
7[ppm]

32768

1

0.22897343[Hz]
7.5030012[kHz]

1H
399.78219838 [MHz]
5[ppm]

1H

399.78219838 [MHz]
S[ppm]

FALSE

8

8

5[s]

22

0[dcC]

5.5[us]
4.36731904([s]
45[deg]
3.5[dB]
2.75[us]

Off

Off
FALSE

1[s]
9.36731904[s]

Compound 20 'H NMR
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01

abundance

36.172

5.619

4.99) ———
12

X parts per Million : 13C

32.892
31338
30.861
30175

DM$0-D6

O  COOH

COOEt

JMWN“NﬂMH

T
240.0230.0220.0210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

L L |
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174.624 ——
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X : parts per Million : 13C
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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
Irr_Domain

Irr Freq

Irr Offset
Clipped

Scans
Total_Scans

Relaxation Delay

Recvr_Gain

X Acq_Time
X Angle

%
»
g

X _Pulse

Irr_Atn Dec
Irr_Atn_ Noe
Irr_Noise
Decoupling
Initial Wait
Noe

Noe_Time
Repetition Time

TIM 13C_240-2.3df
delta

single pulse_dec
TIM 240

DMSO-D6

17-0CT-2019 17:36:04
19-0CT-2019 20:43:32

single pulse decoupled ga
1D COMPLEX

26214

13C

13C

[ppm]

X

ECX 400
JNM-ECX400

9.389766([T] (400[MHz])
1.04333312([s]

13C

100.52530333 [MHz]

120 [ppm]

32768

4
0.95846665[Hz]
31.40703518[kHz]

1H
399.78219838 [MHz]
5[ppm]

FALSE

3000

3000

2[s]

48

0[dC]
13.87([us]

1.04333312(s]
30[deg]
5.2

.2[dB]
4.62333333[us]
29.907[dB]
29.907[dB]
WALTZ

2(s
3.04333312(s]

Compound 20 13C NMR




0 0.01 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.1

O COOH

COOEt

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

TIM DEPT135_240-5.3df
delta

dept.ex2

TIM 240

DMSO-D6

17-0CT-2019 20:08:40
19-0CT-2019 21:53:21

DEPT with decoupling
1D COMPLEX

26214

13C

13C

[ppm]

X

ECX 400
JNM-ECX400

9.389766[T] (400[MHz])
1.04333312([s]

13C

100.52530333 [MHz]

120 [ppm]

32768

4
0.95846665[Hz]

sl b b Lo b s bew o b n s Lo baa s P Lo aa by s byw o Do aa by a boa s a by Lo a Laa a1y

-0.09-0.08 -0.07 -0.06 -0.05 -0.04 -0.03 -0.02 -0.01

X_Sweep 31.40703518[kHz]
Irr_Domain 1H
Irr_Freq 399.78219838 [MHz]
Irr_Offset 5[ppm]
Clipped FALSE
Scans 2000
Total_Scans 2000
Relaxation Delay = 2[s]
Recvr_Gain = 46
© Temp_Get = 0[dC]
g X _Acq_Time = 1.04333312([s]
= X _Atn = 5.2[dB]
= X Pulse = 13.87[us]
g Irr_Atn = 3.5[dB]
o Irr_Atn_Dec = 29.907[dB]
= T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T Irr_Noise = WALTZ
Irr Pulse = 5.5[us]
60.0 50.0 40.0 30.0 20.0 Decoupling = TRUE
Initial Wait = 1[s]
/ \ \ \ ’ } \ \ /\ J_Constant = 140[Hz]
Selection Angle = 135[deg]
; Q S ) g a g % o F4) g = Selection Pulse = 8.25[us]
(o] (=) —\O\— o0 (Noo— <t 0 <
— =) St o —SS O o <
2y cAenenen o cnenen A —

o
X : parts per Million : 13C

Compound 20 DEPT
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X : parts per Million : 1H

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 Resolution
X S\veep
Irr Domain
Irr_Freq
Irr Offset
Tri_Domain
Tri_Freq
Tri_Offset
Clipped
Scans
Total_Scans

Relaxation_Delay
Recvr_Gain

Dante_Presat
Initial Wait
Repetition Time

TIM 1H 242-2.jdf
delta

single
TIM 24

DMSO-D6
19-0CT-2019 19:31:43
21-0CT-2019 13:04:25

ulse.ex2

single pulse

X
ECX 400
JNM-ECX400

9.389766[T] (400 [MHz])
4.36731904[s]

1H

399.78219838 [MHz]
7[ppm]

32768

1

0.22897343 [Hz]
7.5030012 [kHz]

1H
399.78219838 [MHz]
flppm]

H
399.78219838 [MHz]
5[ppm]
FALSE
8
8

5[s]

26

0[dC]

5.5[us]
4.36731904[s]
45[deg]
3.5[dB]
2.75[us]

Off

Off

FALSE

1[s]
9.36731904[s]

Compound 21 H NMR
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X : parts per Million : 13C

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 Prescans
X Resolution
X Sweep
Irr_Domain
Irr_Freq
Irr Offset
Clipped
Scans
Total_Scans

Relaxation_ Delay
Recvr_Gain
Temp_Get
X_90_Width
X_Acq_Time

gle

El;l

X_Pulse
Irr_Atn_Dec
Irr_Atn_Noe

Irr Noise
Decoupling
Initial Wait
Noe

Noe_Time
Repetition Time

LI T T T 1

TIM_13C_242-2.3df
lta

single pulse_dec

TIM 24

DMSO-D6

19-0CT-2019 19:35:29

21-0CT-2019 13:07:41

single pulse decoupled ga
1D COMPLEX

26214

13C

13C

[ppm]

X

ECX 400
JNM-ECX400

9.389766[T] (400[MHz])
1.04333312(s]

13C

100.52530333 [MHz]

120 [ppm]

32768

4

0.95846665 [Hz]
31.40703518 [kHz]

1H
399.78219838 [MHz]
]

1.04333312([s]
30 [deg]

.2[dB]
4.62333333[us]
29.907[dB
29.907[dB]
WALTZ

3.04333312([s]

Compound 21 13C NMR
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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
Irr_Domain

Irr Freq
Irr_Offset
Clipped

Scans
Total_Scans

Relaxation Delay
Recvr Gain
Temp Get

X Acq_Time

X Atn

X Pulse

Irr_Atn

Irr Atn Dec

Irr Noise

Irr Pulse
Decoupling
Initial Wait
J_Constant
Selection Angle
Selection Pulse
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TIM DEPT135 242-2.jdf
delta -
dept.ex2

TIM 242

DMSO-D6

19-0CT-2019 23:49:27
21-0CT-2019 13:16:19

DEPT with decoupling
1D COMPLEX

26214

13c

13c

[ppm]
X

ECX 400
JNM-ECX400

9.389766[T] (400 [MHz])
1.04333312(s]

13c

100.52530333 [MHz]
120 [ppm]

32768

4

0.95846665[Hz]
31.40703518 [kBz]
1H

399.78219838 [MHz]

1.04333312([s]
5.2 [dB]
13.87[us]
3.5[dB]
29.907[dB]
WALTZ
5.5[us]
TRUE

1[s]

140 [Hz]
135 [deg]
8.25[us]
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Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

| Comment

Data_format
Dim_size
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
Irr_domain
Irr_freq
Irr_offset
Tri_domain
Tri_freq

| Tri_offset

|
e
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i

Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq_time
X_angle
X_atn
X_pulse
Irr_mode
Tri_mode
Dante_presat
Initial_wait
Recvr_gain

Relaxation_delay
i Repetition_time

Temp_get

COOEt

TIM_1H GB-d.jd!
delta
single_pulse.ex2
TIM_6
CHLOROFORM-D
29-0CT-2017 13:40:47
30-0CT-2017 11:
30-0CT-2017 11:39

single_pulse

ECX 400
JNM-ECX400

9.389766([T] (400([MHZ]
4.36731904[s]
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399.78219838 [MHZ]

0.22897343 [Hz]
7.5030012 [kHz]
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5 [ppm]

1H
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4.36731904([s]

9.36731904([s]
22.7[4cC]
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Revision_time
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Dimensions
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COOEt

TIM_13C_68-4.jdf
delta
single_pulse_dec

TIM 68

CHLOROFORM-D
29-0CT-2017 16:15:20

30-0CT-2017 11:39:52

single pulse decouple

X
ECX 400
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o] RS R Ry | GO A s U OT ST,y \ RS X_domain = 13C
P = | X_freq = 100.52530333 [MHZz]
1 | X_offset = 120 [ppm]
| X_points = 32768
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% £ i3 - X_resolution = 0.95846665[Hz]
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3 A 4 A s s & 2 Irr_domain = 1H
Rjeepeciiioni e > Irr_freq = 399.78219838 [MHz]
- Irr_offset = 5[ppm]
a1 Clipped = TRUE
1 C[ CI Mod_return =1
3 Scans = 3000
Total_scans = 3000
X_90_width = 8.16[us]
X_acq_time = 1.04333312([s]
X_angle = 30[deg]
st X_atn = 7.8[d4B]
= X_pulse = 2.72[us]
Irr_atn_dec = 22.703[dB]
| Irr_atn_noe = 22.703[dB]
! 3 Irr_noise = WALTZ
| g Decoupling = TRUE
3'==l Initial_wait = 1[s]
| 8 4 | Noe = TRUE
s 1 | Noe_time = 2[s]
| 1 | Recvr_gain = 50
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Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Comment
Data_format
Dim_size
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
Irr_domain
Irr_freq
Irr_offset
Clipped
Mod_return
| Scans
Total_scans

X_acq_time
X_atn

X_pulse

Irr_atn
Irr_atn_dec
Irr_noise
Irr_pulse
Decoupling
Initial_wait
J_constant
Recvr_gain
Relaxation_delay
Selection_angle
Selection_pulse
Temp_get

COOEt

TIM_DEPT135_68-4.jdf
delta

dept .ex2

TIM_68

CHLOROFORM-D
29-0CT-2017 17:06:37
30-0CT-2017 11:40:04
30-0CT-2017 11:40:06

DEPT with decoupling
1D COMPLEX

26214

13cC

[ppm]

X

ECX 400
JNM-ECX400

9.389766([T] (400 ([MHz]
1.04333312([s]

13c

100.52530333 [MHZ]

120 [ppm]

32768

4

0.95846665[Hz]
31.40703518[kHz]

1H
399.78219838 [MHz]
5 [ppm]

FALSE

1
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140[Hz]
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Dim_title
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Dimensions
Site
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Field_strength
X_acq_duration
X_domain
X_freq

X _offset
X_points
X_prescans
X_resolution
X_sweep
Irr_domain
Irr_freq
Irr_offset
Tri_domain
Tri_freq
Tri_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq_time
X_angle
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X_pulse
Irr_mode
Tri_mode
Dante_presat
Initial wait
Recvr_gain
Relaxation_delay
Repetition_time
Temp_get
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TIM_1H_105-4.3j4f
delta
single_pulse.ex2
TIM_105

CHLOROFORM-D
14-FEB-2018 16:10:05
15-FEB-2018 13:11:58
15-FEB-2018 13:12:35

single pulse

X
ECX 400
JNM~-ECX400

9.389766[T] (400[MHZ]
4.36731904([s]

1H
399.78219838 [MHz]

7 [ppm]
32768

1
0.22897343 [Hz]
7.5030012[kHz]

1H
399.78219838 [MHZ]
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| Filename = TIM_13C_105-4.3jdf
i Author = delta
| Experiment = single_pulse_dec
Sample_id = TIM_105
Solvent = CHLOROFORM-D
Creation_time = 14-FEB-2018 17:04:41
Revision_time = 15-FEB-2018 13:12:48
Current_time = 15-FEB-2018 13:12:54
Comment = single pulse decouple
Data_format = 1D COMPLEX
Dim_size = 26214
Dim_title = 13C
Dim_units = [ppm]
Dimensions =X
< Site = ECX 400
8" Spectrometer = JNM-ECX400
Field_strength = 9.389766[T] (400[MHZ]
X_acq_duration = 1.04333312([s]
X_domain = 13C
X_freq = 100.52530333 [MHz]
X_offset = 120([ppm]
X_points = 32768
X_prescans = 4
X_resolution = 0.95846665[Hz]
< X_sweep = 31.40703518[kHz]
-] Irr_domain = 1H
Irr_freq = 399.78219838 [MHz]
Irxr_offset = 5[ppm]
Clipped =
Mod_return = 1
Scans = 1000
Total_scans = 1000
X_90_width = 8.16[us]
-3 X_acqg_time = 1.04333312([s]
S X_angle =.30[deg]
- X_atn = 7.8[dB]
X_pulse = 2.72[us]
s Irr_atn_dec = 22.703[dB]
g Irr_atn_noe = 22.703([dB]
E- Irr_noise = WALTZ
g Decoupling = TRUE
g Initial wait = 1[s]
=] Noe = TRUE
) Noe_time = 2[s]
5 JL | Jubw e Recvr_gain = 30
© e it iy . o w i " Relaxation_delay = 2[s]
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Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time
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Data_format
Dim_size
Dim_title
Dim_units
Dimensions
Site
Spectrometer
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Field_st: h
X_acq_duration
X_domain
X_freq
X_offset
X_points
X_prescans
X_resolution
X_sweep
Irr_domain
Irxr_freq
Irr_offset
Clipped
Mod_return
Scans
Total_scans

X_acq_time
X_atn
X_pulse
Irr_atn
Irxr_atn_dec
Irr_noise
Irr_pulse
Decoupling
Initial_wait

Relaxation_delay

Selection_angle
Selection_pulse
Temp_get

COOEt

TIM_DEPT135_105-3.jdf
delta

dept .ex2

TIM_105

CHLOROFORM-D
14-FEB-2018 17:30:29
15-FEB-2018 13:13:00
15-FEB-2018 13:13:03

DEPT with decoupling

ECX 400
JNM-ECX400

9.389766[T] (400([MHZ]
1.04333312(s]

13c

100.52530333 [MHz]
120 [ppm]

32768

4
0.95846665 [Hz]
31.40703518[kHz]

1H

399.78219838 [MHZ]
5 [ppm]

TRUE

1

500

500

1.04333312(s]
7.8[dB]
8.16[us]

3[aB]
22.703[dB]
WALTZ
11.9[us]
TRUE

1[s]
140[Hz]
46

2(s]
135[deg]
17.85[us]
19.3[4cC]
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Revision_time
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Dim_title
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X_domain

X_freq
X_offset
X_points -
X_prescans
x_ro-olut:lon 4
Irr_domain
Irr_freq
Irxr_offset
Tri_domain
Tri_freq
Tri_offset
C1i;
Mod_return
Scans
Total_scans

X_90_width
X_acqg _time
X_angle
X_atn
X_pulse
Irx_mode
Tri_mode
Dante_presat
Initial_wait
Recvr_gain

Relaxation_delay

Repetition_time
Temp_get

COOH

OH

COOH

=
TIM_1H_173-4.j4f
delta
single_pulse.ex2
TIM_173

CHLOROFORM-D
21-DEC-2018 16:38:28
24-DEC-2018 10:23:55
24-DEC-2018 10:24:16

single_pulse
1D COMPLEX
26214

1H

[ppm]

X

ECX 400
JNM-ECX400

9.3897661T1 (400 [MHz]
4.36731904[8] ' .

1H

399.78219838 [MHz]
7 [ppm] R
32768 :

1 ;
0.22897343[Hz]
'l 5030012 [m]

399 78219838 nmxl X
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FALSE -
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| Filename = TIM_13C_173-3.jaf
H [ Author = delta |
] Experiment = single_pulse_dec
= Sample_id = TIM_173 |
Solvent = CHLOROFORM-D i
Creation_time = 21-DEC-2018 17:32:03 |
Revision_time = 24-DEC-2018 10:24:42 [
° Current_time = 24-DEC-2018 10:24:59
S
Comment = single pulse decouple
= Data_format = 1D COMPLEX
1 Dim_size = 26214
3] Dim_title = 13C
S ] Dim_units = [ppm]
1 Dimensions =X
7 Site = ECX 400
1 Spectrometer = JNM-ECX400
o 4 -8
;’ 1 Field_strength = 9.389766[T] (400[MHz]
1 X_acqg_duration = 1.04333312([s] N
o X_domain = 13C y
b X_£freq = 100.52530333 [MHz]
vt ] X_offset = 120[ppm] -
S X_points = 32768
et X_prescans =4 =
Rl X_resolution = 0.95846665 [Hz]
e X_sweep = 31.40703518[kHz]
/gj Irr_domain = AR R SR 7
= Irr_freq = 399.78219838 [MHz]
L T 3 S o TR Irr_offset = S5[ppm] " 4
AR g SR Mod_return LB Br s o
- 3 L 2 Scans = 1000
& b v 5 g - ¥ T . R Total_scans = 1000 .
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I ETRRoeTal B R e TR o X_acq_time = 1.04333312(s]
Helop 4 - . 3 5 o X_angle = 30[deg]
B = AT S - L X_atn = 7.8[dB]
N S hiag : Bt SR X_pulse = 2.72[us]
5 e 5 . % R e S EE Irr_atn_dec = 22.703[4B]
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Filename = TIM_DEPT135_173-4.jd4f
Author = delta

Experiment = dept.ex2

Sample_id = TIM_173

Solvent = CHLOROFORM-D
Creation_time = 21-DEC-2018 17:57:50
| Revision_time = 24-DEC-2018 10:25:24
Current_time = 24-DEC-2018 10:25:34
Comment = DEPT with decoupling
Data_format = 1D COMPLEX

Dim_size = 26214

Dim_title = 13C

Dim units = [ppm]

Dimensions =X

Site = ECX 400
Spectrometer = JNM-ECX400 -
Field_strength = 9.389766([T] (400[MHZ]
X_acq_duration = 1.04333312([s]
X_domain = 13C

X_freq = 100.52530333 [MHZ]
X_offset = 120 [ppm] ¢
X_points = 32768 :
X_prescans =4 S
X_resolution = 0.95846665[Hz]
X_sweep - = 31.40703518[kHz]
Irr_domain = 1H G
Irxr_freq = 399.78219838[MHZ] -
Irr_offset = 5[ppm] -
Clipped = TRUE i
Mod_return =1

Scans = 500

Total_scans = 500 :
X_acq_time = 1.04333312([s]

X_atn = 7.8[4B] P4t
X_pulse = 8.16[us]

Irr_atn = 3[aB]

Irr_atn_dec = 22.703[daB]

Irr_noise = WALTZ

Irr_pulse = 11.9[us]

Decoupling = TRUE

Initial_wait = 1[s]

J_constant = 140[Hz]

Recvr_gain = 46

Relaxation_delay = 2[s]

Selection_angle = 135[deg]
Selection_pulse = 17.85[us]

Temp_get = 22[4c]
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Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Comment
Data_format
Dim_size
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
Irr_domain
Irr_freq
Irr_offset
Tri_domain
Tri_freq
Tri_offset
Clipped

X_90_width
X_acqg_time
X_angle

X_atn

X_pulse
Irr_mode
Tri_mode
Dante_presat
Initial_wait
Recvr_gain
Relaxation_delay
Repetition_time
Temp_get

00

TIM_1H_152-4.j4f
delta
single_pulse.ex2
TIM_152

DMSO-D6

21-0CT-2018 17:56:18
23-0CT-2018 15:38:04
23-0CT-2018 15:38:33
single_pulse

1D COMPLEX

26214

1H

[ppm]

X
ECX 400
JNM-ECX400

9.389766([T] (400 [MHZ]
4.36731904([s]

1H
399.78219838 [MHz]

0.22897343[Hz]
7.5030012 [kHz]

1H
399.78219838 [MHz]
5[ppm]

1H

399.78219838 [MHz]
5 [ppm]

FALSE

]
9.36731904(s]
23[ac]
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Spectrometer
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X_domain
X_freq
X_offset
X_points
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X_sweep
Irr_domain
Irxr_freq
Irr_offset

Cl1i;

Mod_return
Scans
Total_scans
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X_acq_time
X_angle
X_atn
X_pulse
Irr_atn_dec
Irr_atn_noe
Irr_noise
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* —--— PROCESSING PARAMETERS —----
dc_balance : 0 : FALSE
I s ‘5 . ™ sexp : 2.0[Hz] : 0.0([s]
| / Q' ‘=W trapezoid3 : 0[%] : 80[%] : 100[%]
y ¥ - zerofill : 1
xR 4 | £ft : 1 : TRUE : TRUE
b e ( machinephase
S gt N ppm
& AAA -
N &+ AN . PN b Derived from: TIM_13C_160-1.3df
\ d v
O S £
sl & E .o
S
2] i Filename = TIM_13C_160-3.jdf
Author = delta g
| Experiment = single_pulse_dec
8 | Sample_id = TIM_160
Ss1 3 Solvent = DMSO-D6
] Creation_time = 21-NOV-2018 14:49:54
1 Revision_time = 21-NOV-2018 15:50:04
] Current_time = 21-NOV-2018 15:50:21
3] L Comment = single pulse decouple
. Data_format = 1D COMPLEX
v DINSO-dé Dim_size = 26214
= Dim_title = 13C
B Dim_units = [ppm]
1 Dimensions =X
] site = ECX 400
Spectrometer = JNM-ECX400
«] 9 . Field_strength = 9.389766([T] (400[MHZz]
S X_acq_duration = 1.04333312(s]
1 X_domain = 13C
] X_freq = 100.52530333 [MHz]
1 e X_offset = 120 [ppm]
1 —— ~ — - r - - - - - - r X_points = 32768
: “o »o xe e 80 Ed e 20 ne 300 ne ne 240 ur..cm = 4
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3 g i : 3 g >R 2 s 5 2 j S : Irr_offset = 5[ppm]
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Mod_return =1
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g— Total_scans = 1000
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1 5 i z a3 3 X_acq_time = 1.04333312(s]
1 . X_angle = 30[deg:
] X_atn = 7.8[4aB]
1 X_pulse = 2.72[us]
n Irr_atn_dec = 22.703[daB]
S Irr_atn_noe = 22.703[aB]
8 Irr_noise = WALTZ
E ] Decoupling = TRUE
g Initial_wait = 1[s]
g 1 Noe = TRUE
2 Noe_time = 2[s]
] Recvr_gain = 48
S5 Relaxation_delay = 2[s]
Repetition_time = 3.04333312(s]
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Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Comment
Data_format
Dim_size
Dim_title
Dim_units
Dimensions
Site
Spectrometer

Field_strength
X_acqg_duration
X_domain
X_freq
X_offset
X_points
X_prescans
X_resolution
X_sweep
Irr_domain
Irx_freq
Irr_offset
Clipped
Mod_return
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Total_scans

X_acq_time
X_atn

X_pulse

Irxr_atn
Irr_atn_dec
Irr_noise
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J_constant
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Selection_angle
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Temp_get
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delta

dept.ex2

TIM_160

DMSO-D6

21-NOV-2018 15:00:14
21-NOV-2018 15:49:57
21-NOV-2018 15:50:25
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3[aB]
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WALTZ

11.9[us]
TRUE

1[s]
140([HZz]
46

2([s]
135[deg]
17.85[us]
21.9[4c]
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Optimisation of key syntheses.

Optimization table 1 for alkylation with ethyl bromoacetate: 0.5 g of ketoester 1, 1.1 eq of ethyl bromoacetate
(0.26 ml), 1.1 eq (0.93 g) of sodium hydride 60% in oil. Stirring for 24 h in screw top vessel under argon. To

prevent product contamination, commercial sodium hydride was washed with hexane before use.

Solvent/time

Et,0

THF

Dioxane

Yield, %

72

84

84

Optimization table 2 for Michael reaction conditions: 0.5 g of ketoester 1, 5 eq of Michael acceptor, 2.5 eq
(0.73 g) of K,COs, with stirring. [Time; yield, %]

Solvent/t, eC

Acetonitrile | Acetonitrile, Acetone, Acetone, DMF, 80 | Acetone, 50 °C,
. 25 oC 50 C DMF, 25 ¢C | DMF, 50 eC . e
Michael acceptor ’ 25°9C 50 ¢C oC with sonication
Acrylonitrile 84 h; 20% 84 h; 43% 84 h;34% | 84 h; 60% 84h;32% |84h;68% |84h;53% | >60h; 72%
Methylacrylate 84 h; 28% 84 h; 73% 84 h;32% | 84h;68% 84h;40% |84h;70% |84h;68% |>60h;78%




