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I. General Information

Flash column chromatography was performed over silica gel (200-300
mesh) purchased from Qindao Puke Co. Lit, China. All air or moisture
sensitive rethyl acetatections were conducted in oven-dried glassware under
nitrogen atmosphere using anhydrous solvents. Anhydrous toluene,
dichloromethane and tetrahydrofuran were purified by the Innovative®
solvent purification system. Other anhydrous solvents were purchased from
J&K Scientific. 'H, 1*C, and F NMR spectra were collected on a Bruker AV 400
or AV 300 MHz NMR spectrometer using residue solvent pethyl acetateks as
an internal standard ("H NMR: CDCls at 7.26 ppm; C NMR: CDCls at 77.15
ppm). HRMS spectra were collected on an Agilent GC/MS 5975C system, a
MALDI Micro MX mass spectrometer, or an API QSTAR XL System with TOF

as mass analyzer.
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II. Preparation of Substrates

General Procedure A for the Preparation of Indoloxazinones 1.

R 3 R ) 3R
3 DMAP (1.5 equiv) 257 2 Mgal (2.0 equiv) 5
N + Boc,O N N
H THF, rt, 24 h \ THF, 0 °C, 10 min

’ ’ BOC ’ 3

To a solution of indole-7-carboxaldehyde S1 (0.73 g, 5.0 mmol, 1.0 equiv),
N,N-dimethylpyridin-4-amine (DMAP) (0.92 g, 7.5 mmol, 1.5 equiv) in THF
(15 mL) was added Boc:O (2.18 g, 10.0 mmol, 2.0 equiv). Then the reaction
mixture was stirred under room temperature for 24 h. The reaction mixture
was quenched by saturated Na:COs solution (20 mL), extracted by ethyl
acetate (20 mL x 3). Combined organic phase were washed by water, brine
and dried over anhydrous Na:SOs, and concentrated under reduced pressure.
The residue was purified by silica gel column chromatography (petroleum
ether/ethyl acetate = 3:1) to afford the desired product §2 in 90% Yield (1.10 g).

Under Nz atmosphere at 0 °C, to a solution of S2 (1.10 g, 4.5 mmol, 1.0
equiv) in anhydrous THF (13.5 mL) was added dropwise vinyl magnesium
chloride (4.5 mL, 2.0 M in THF, 2.0 equiv). Then the reaction mixture was
stirred at 0 °C for 10 min. The reaction mixture was quenched with saturated
NH.Cl solution and extracted with ethyl acetate (20 mL x 3). The combined
organic layers were dried with Na:S50: and evaporated under reduced
pressure. The residue was purified by chromatography on silica gel

(petroleum ether/ethyl acetate) to afford the desired indoloxazinones 1.



1-Vinyl-1H,3H-[1,3]oxazino[5,4,3-hilindol-3-one (1a) was prepared according
to the General Procedure A as a pink solid (chromatography eluent:
petroleum ether/ethyl acetate = 9:1) in 36% yield (322.4 mg).

'H NMR (400MHz, CDCls) & 7.62 (d, | = 3.6 Hz, 1H), 7.53 (d, ] = 7.9 Hz, 1H),
7.27 (t,]=7.5Hz, 1H),7.02 (d, ] =7.4 Hz, 1H), 6.70 (d, ] =3.6 Hz, 1H), 6.31 (d, ]
=6.9 Hz, 1H), 6.17-6.09 (m, 1H), 5.52-5.43 (m, 2H) ppm.

3C NMR (100MHz, CDCls) d 145.9, 134.3, 132.0, 127.5, 124.2 (2 C), 120.9, 119.9,
118.7,117.2,109.7, 84.3 ppm.

HRMS (CI) Caled for Ci2HsNNaO: [M + Na]*: 222.0531, Found: 222.0523.

Cl

N
N

X o/go
1b
6-Chloro-1-vinyl-1H,3H-[1,3]oxazinol5,4,3-hilindol-3-one (1b) was prepared
according to the General Procedure A as a yellow solid (chromatography

eluent: petroleum ether/ethyl acetate = 9:1) in 30% yield (182.2mg).

'H NMR (400MHz, CDCls) 6 7.58 (s, 1H), 7.53 (d, =79 Hz, 1H), 7.34 (t, ] =7 .4
Hz, 1H), 7.08 (d, | = 7.3 Hz, 1H), 6.31 (d, | = 6.8 Hz, 1H), 6.16-6.07 (m, 1H),
5.51-5.45 (m, 2H) ppm.

3C NMR (100MHz, CDCls) 6 144.8, 133.9, 131.3, 125.4, 124.8, 120.5, 120.3, 119.9,
118.8,117.3, 115.2, 84.3 ppm.

HRMS (CI¥) Caled for Ci2HsCINNaO: [M + Na]*: 256.0142, Found: 256.0149.
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III. Asymmetric Synthesis of Chiral 3a

A Pd,dbaj (6.0 mol%) D
y L8 (12.0 mol%) N \ ©
+ PhNCO - s
\ /g toluene, rt, 12 h X N/go PPh; N
2a !
0" "0 Ph
1a 3a, 28%, 92:8 er L8

Under N2 at room temperature, to a solution of indoloxazinones 1a (119.4
mg, 0.6 mmol, 2.0 equiv) and isocyanatobenzene 2a (35.7 mg, 0.3 mmol, 1.0
equiv) in toluene (5.0 mL) was added Pdzdbas (16.5 mg, 0.018 mmol, 6.0 mol%)
and L8 (15.1 mg, 0.036 mmol, 12.0 mol%). Then the reaction mixture was
stirred at room temperature for 12 h. The reaction mixture was directly
concentrated and purified by silica gel column chromatography (petroleum
ether/ethyl acetate) to afford the desired products 3a (23.0 mg, 28%).

[a]p?: +12.3 (c = 0.12, CHCls). HPLC (AD, i-PrOH/n-hexane = 10/90, flow

rate = 1.0 mL/min, 1 =210 nm) tr = 14.17 min (major), 15.92 min (minor).
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HPLC and NMR spectra

. Agilent Technologies ‘ Agilent Technologies

File of data: D:\ChemStation\2\Data\20191015 2022-09-27 08-43-04\XY-1-85RAC. D Signal: DADI A, Sig=210,4 Ref=off

Sample name: XY-1-85RAC RetTime Type Width[min] Area[mAuxs] Height Area% Name
Remarks: XY-1-85RAC [min] [mAu\U
Acq. instrument: LC1260 L . - - 5
Injection date: 2022/9/27 8:56:28 IO??HOH' Pi—?ZI 15. 347 BB 0.2616  18982. 5898 1120. 8324 49. 9706
Acq. Method AD=10-30. M TnJ-.V ] o 17. 197 BB 0.2980  19004. 8945 981. 1110 50. 0294
Analysis Method:  AD-10-30. M A”J ; ume 5.000 total 37987. 4844
Last changed 2023/9/9 8:51:35 cq. Operator: system ' '
Signal: DADI B, Sig=230,4 Ref=off
RetTime Type Width[min] Area[mAuks] Height Area% Name
[min] [mAu\U]
A B TR T RS 15. 347 BB 0.2603  9273.3574  551.0185 50. 1093
x10 39 S T‘ 17. 197 BB 0. 2962 9232. 9092 480. 5157 49. 8907
i\
14 ik total 18506. 2666
0.8 [ |
% 0.6+ || | Signal: DADI C, Sig=254,4 Ref=off
0.4+ | J | RetTime Type Width[min] Area[mAuks] Height Area% Name
0.2+ f I | [min] [mAu\U]
e 5 55
01 2 3435 6 7 8 9 1011 12 1314 15 16 17 I8 19 20 21 22 23 24 25 26 27 28 29 30 15.347 BB 0.2602 7490. 4551 445.5006 50. 0748
[min] 17.197 BB 0. 2963 7468. 0879 388.4718 49. 9252
DAD] B, Sig=230, 4 Ref=off total 14958. 5430
x10 21
i ;' 5 Signal: DADT D, Sig=280,4 Ref=off
= = = RetTime Type Width[min] Area[mAuks] Height Area% Name
q 069 b ? [min] [mAu\UJ
:' : "l I|I 15. 347 BB 0. 2603 4006. 8411 238. 1681 50. 1019
%l A A | 17. 197 BB 0.2962  3990.5498  207.6276  49.8981
0 1 2 3 4 5 6 7 8 ¢ 1011 12 13 14 15 16 17 18 19 20 21 22 23 %4 25 26 27 28 29 30 total 7997. 3909
[min]
DADI C. Sig=254, 4 Ref=off
x10 21
]_
0.8- ’5 &
2 o0s 9o
0.4
0, 24
0l \ )
01 2 345 6 7 8 9 1011 12 1314 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 a0
[min]
DAD1 D, Sig=2
x10 31
1_
0.8-
2 0.6 %
0.4- L T
0.2] X
0 1 2 3 4 35 6 7 B8 9 1011 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 a0
Imin]

HH-sample-temlate. rdl [Rev. 4] 2023/9/9 8:51: HH-sample-temlate. rdl [Rev. 4] 2023/9/9 8:51:38
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Data Report

. Agilent Technologies

File of data: D:\ChemStation\2\Data\20191015 2022-09-29 15-28-11\XY-1-89-1.D

Sample name: XY-1-89-1

Remarks: XY-1-89-1

Acq. instrument: LC1260 .

Injection date:  2022/9/29 18:42:48 ?:jétloni ii_?41
Acq. Method AD-10-30. M .

Analysis Method: AD-10-30. M Inj Volune 5. 000
Last changed 2023/9/9 8:53:07 Acq. Operator: system

I 2 34 4 5 6 1 8 ¢ 1011 12 13 14 15 16 17 1B 19 20 21 22 23 24 25 26 27 28 29 30

[in]
DAD] B, Sig=230, 4 Ref=off
%102
2.54 3
1 %
2 15 5
14 I &
0.5- | {
0+ I | RIS NP [ (Y. £ =
01 2 4 4 5 6 7 8 ¢ 1011 12 13 14 15 16 17 18 19 20 21 22 23 %4 25 26 27 28 29 30
[min]
DADI C. Sig=254, 4 Ref=off
x10 2]
2,54 =
24 ¥
-
2 L5, -
1 &
0. 5- i
0 R v
01 2 3435 6 7 8 9 1011 12 1314 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 a0
[min]
DAD1 D, 5ig=280, 4 Ref=off
x10 2]
2,51
24 =
i
3 15 = .
14 = 5
0.5- Y
ol A I\
0 1 2 3 4 35 6 7 8 9 1011 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 a0

[min]

HH-sample-temlate. rdl [Rev. 4] 2023/9/9 8

Data Report

Signal: DAD1
RetTime Type
[min]
14. 174 BB
15.918 BB

Signal: DAD1
RetTime Type
[min]
14. 174 BB
15. 918 BB

Signal: DAD1
RetTime Type
[min]
14.174 BB
15.917 BB

Signal: DAD1
RetTime Type
[min]
14. 174 BB
15. 918 BB

A, Sig=210, 4 Ref=off
Width[min] Area[mAu*s]

0. 2479 5482. 9136
0.2772 477. 3609
total 5960. 274

B, Sig=230,4 Ref=off
Width[min] Area[mAuks]

0. 2475 2653. 8379
0.2771 229. 5280
total 2883. 365¢

C, Sig=254,4 Ref=off
Width[min] Area[mAuks]

0.2474 2136. 3589
0. 2786 186. 1212
total 2322. 480

D, Sig=280,4 Ref=off
Width[min] Area[mAuks]

0.2477 1148. 1897
0.2777 99. 7190
total 1247.908

HH-sample-temlate. rdl [Rev. 4]

Height
[mAu\U]

340. 5095
26. 6232

Height
[mAu\UJ

165. 1014
12. 8086

Height
[mAu\U]

133. 0123
10. 3111

Height
[mAu\U]

71. 3848

5. 5487

‘ Agilent Technologies

Area% Name

91.9910
8. 0090

Area% Name

92. 0396
7.9604

Area% Name

91. 9861
8.0139

Area% Name

92. 0091
7.9909

3/9/9 8:53:10
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XY-3-99-H

7.623
7.614
7.536
7.517
7.289
7.270
7.260
7.251
7.030
7.011
6.704
6.695
6.314
6.297
6.171
6.154
6.146
6.129
6.111
6.103
6.086
5.518
5.516
5.514
5.476
5.474
5.471
5.456
5.454
5.431
5.429
5.427

> e e

N Current Data Parameters
S /J§> NAME 2023-7-4
EXPNO 2
) @) PROCNO 1
1a F2 - Acquisition Parameters
Date_ 20230705
Time 11.05 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 294.5 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300097 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
I . )

13 12 11 10 9 8 7 6 5 4 3 2 1 ppm

O TS |O [N I [<2]
@3 S3|aaa| |
(=1 R i = =]{=] N
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XY-3-99-C
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N Current Data Parameters
S /L§ NAME 2023-7-4
EXPNO 3
0) ) PROCNO 1
1a F2 - Acquisition Parameters
Date_ 20230705
Time 11.17 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 200
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 43.5965
DW 21.000 usec
DE 6.50 usec
TE 295.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
F2 - Processing parameters
WWMWMWWWWWWWSI 32768
SF 100.6127605 MHz
WDW EM
SSB 0
! j I j j I j I j j I j I j I ) I ) ) LB 1.00 Hz

T T T T
200 180 160 140 120 100 80 60 40 20 0 ppmcE 0

1.40
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XY-3-40-N-H

DM~ O0ONO T WO«
R E R BRUKER
A A A A VRNV
C I NNV
\\ Current Data Parameters
NAME 2023-4-24
N EXPNO 1
. /g PROCNO 1
o 0 F2 - Acquisition Parameters
Date_ 20230424
1b Time 23.28 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 93.006
DW 61.000 usec
DE 13.54 usec
TE 294.3 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300110 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
13 12 11 10 8 7 ppm
<O I [{]
|| Q
(=10 d R K=} -
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XY-3-40-N-C

5 bamRemdoma ® 00 o
EEE R R BRUKER
< MM NNANN A AAA <~ -0
— R B B e B e B I I e B e B B | e~~~
& NI %
\\ Current Data Parameters
NAME 2023-4-24
N EXPNO 2
PROCNO 1
S A
(@) O F2 - Acquisition Parameters
Date_ 20230424
1b Time 23.58 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 500
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 46.0295
DW 21.000 usec
DE 6.50 usec
TE 294.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
‘ PLW13 0.12874000 W
F2 - Processin arameters
A T ————— Jﬂt e o B R A WJW SPTGPITNY UMM P T P 5es
SF 100.6127606 MHz
WDW EM
SSB 0
) I ) I ) I ) I ) I ) I ) I ) I ) I ) I ) I ) LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 ppm cB 0

PC 1.40
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XY-4-26

7.746
7.738
7.533
7.513
7.475
7.473
7.469
7.463
7.456
7.452
7.441
7.435
7.374
7.368
7.355
7.353
7.346
7.337
7.333
7.330
7.260
7.241
7.222
7.019
7.000
6.656
6.647
6.002
5.981
5.977
5.960
5.956
5.939
5.935
5.914
5.665
5.644
5.090
5.082
5.081
5.065
5.038

> e

h

Hz
Hz
sec

usec
usec

sec
MHz
usec

usec
W

MHz

Hz

N Current Data Parameters

/L§ NAME 2023-7-25

EXPNO 1

N~ O PROCNO 1
F2 - Acquisition Parameters

Date_ 20230726

Time 4.26

INSTRUM Avance

3a PROBHD 7116098_0833 (

PULPROG zg30

TD 65536

SOLVENT CDC13

NS 16

DS 2

SWH 8196.722

FIDRES 0.250144

AQ 3.9976959

RG 100.806

DW 61.000

DE 13.54

TE 294 .4

D1 1.00000000

TDO 1

SFO1 400.1324708

NUC1 1H

PO 3.33

Pl 10.00

PLW1 20.73200035
F2 - Processing parameters

ST 65536

SF 400.1300098

WDW EM

SSB 0

LB 0.30

GB 0

PC 1.00

L L . "
13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
O O[N|I|AN|M]| [0 N
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XY-4-26

3a

148.33
140.63
137.03
132.26
129.36
128.71
127.77
124.00
123.44

120.07
119.30
118.39

v

117.59
107.44
77.47
77.15
76.83

Wl

WWWWWMMWWwWWMWMJMWMMMWWMWWWMWMWMMWM

Current Data Parameters

T
200

T
120

NAME 2023-7-25
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230726

Time 12.46 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 200

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 44.8788

DW 21.000 usec
DE 6.50 usec
TE 294.6 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127628 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XY-2-Z1-A

7 143
7.131
7.127
7.122
7.111
7.105
7.006
6.988
6.652
6.643
5.978
5.956
5.953
5.935
5.931
5.914
5.911
5.889
5.601
5.579
5.106
5.080
5.036

Current Data Parameters

NAME xy—2-81-A
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230303
Time 23.27 h
INSTRUM Avance
F PROBHD 7116098_0833 (

PULPROG zg30
TD 65536

3b SOLVENT cDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 295.2 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300097 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

13
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XY-2-81-A-C

—163.00
——160.54
148.38
136.88
136.56

/T
/

136.53

132.22

127.93

~_~123.96

130.62
130.54

120.18

T —123.54

\
\

119.38
118.23

117.93
116.41

116.19
107.58

77.47
77.15
76.83

—— 68.48

Current Data Parameters

T
200

T
180

—
160

T
140

T
120

T
100

T
80

60

40

20

I
0 ppm

NAME Scope
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230309

Time 0.14 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 500

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 49.9878

DW 21.000 usec
DE 6.50 usec
TE 298.2 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127600 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XY-2-81-A-F

o
(o0}
: BRUKER
—
|
Current Data Parameters
NAME LX-1-9-c.xy-81l-a-F
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230304
Time 17.31 h
INSTRUM Avance
PROBHD 7116098_0833 (
F PULPROG zgig
TD 131072
3b SOLVENT CDC13
NS 16
DS 4
SWH 90909.094 Hz
FIDRES 1.387163 Hz
AQ 0.7208960 sec
RG 101
DW 5.500 usec
DE 6.50 usec
TE 295.2 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 376.4607164 MHz
NUC1 19F
Pl 18.00 usec
PLW1 16.73100090 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
F2 - Processing parameters
ST 65536
SF 376.4983662 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
j I j I I I I I I I I I I j Tpc 1.00
0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm
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XY-2-81-B-H

M AN OWOO O < ™~
0 WO~ WWWOWNNNN
NIOHOOOOOOOO
00 wLwwLwwwnwnwnom

Current Data Parameters

NAME Scope
EXPNO 3

N™ O PROCNO 1
F2 - Acquisition Parameters
Date_ 20230308
Time 23.12 h
INSTRUM Avance
PROBHD 7116098_0833 (

OMe PULPROG zg30
TD 65536

3c SOLVENT cpCl3
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 297.6 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300139 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
. L
13 12 4 3 2 1 ppm

8 7 6
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XY-2-81-B-C

Current Data Parameters

\ IS [FE VI
N
X N™ ~O
OMe
3c
| 2(|)0 | 1£|30 | 1E|50 14|10 | 12|0 | 1(|)0 | 8|0 6|0 4|0 2|0 (I) plpm

NAME Scope
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230308

Time 23.41 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 500

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 48.6724

DW 21.000 usec
DE 6.50 usec
TE 298.1 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127605 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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Current Data Parameters

NAME Scopel
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230311
Time 1.13 h
INSTRUM Avance
PROBHD 7116098_0833 (

3d PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 292.7 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300112 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

b |

13 12 11 10 9 5 4 3 2 1 ppm

Nt (o]| 00| ([ofo|[a]s
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XY-3-9-A-C

AT NTOONNONSTNST A~ OO
A A AT O AT MOOOMOMONHNOANMAHODM - O~ ~mo ™M o~
TP NN OO O T T MmO MO OO T . BRUKER
OO MOANNNNANNAAAAAAAO ~ -~ WO o
AT A 4 A A A A A 4 A A A A4 A" A A~ A A A~ A ~r~-r~ 0
) W= V|
N Current Data Parameters
/L§ NAME 2023-3-16
EXPNO 2
X N~ ~O PROCNO 1
F2 - Acquisition Parameters
Date_ 20230315
Time 0.41 h
F INSTRUM Avance
PROBHD 7116098_0833 (
3d PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 500
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 51.55
DW 21.000 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
‘( ‘ J F2 - Processing parameters
v . N RA A v W YWV A i vt My Ao L oY ST 32768
SF 100.6127613 MHz
WDW EM
SSB 0
' ' I ' I ' ' I ' ' I ' I ' I ' I ' ' LB 1.00 Hz

T T T T
200 180 160 140 120 100 80 60 40 20 0 ppmce 0

1.40
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xy—3-9a

3d

-111.54

Current Data Parameters

T
-100

-120

-140

-160

T
-180

NAME 2023-6-16
EXPNO 165
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230616
Time 11.32
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn.2
TD 131072
SOLVENT CDC13
NS 16
DS 4
SWH 66964.289 Hz
FIDRES 0.510897 Hz
AQ 0.9786710 sec
RG 203
DW 7.467 usec
DE 6.50 usec
TE 296.7 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
======== CHANNEL fl ========
SFO1 282.3761148 MHz
NUC1 19F
Pl 14.50 usec
PLW1 10.39999962 W
======== CHANNEL f2 ========
SFO2 300.1312005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 14.00000000 W
PLW12 0.17284000 W
F2 - Processing parameters
ST 65536
' SF 282.4043552 MHz
ppmupy EM
SSB 0
LB 0.30 Hz
GB 0

PC 1.00
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XY-3-9-B-H

NMWOWWOWOOHONWVWWOULOWANOLFTOAHNLLTNNNONOOONMMIM™WOAN
TTONOTOLMHMLOO M AHANDOF AHDNOFOVODOTMANONOO™ON
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Current Data Parameters

NAME Scopel
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230311
Time 1.03 h
INSTRUM Avance
PROBHD 7116098_0833 (

3e PULPROG 2930
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 100.16
DW 61.000 usec
DE 13.54 usec
TE 293.3 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300098 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
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XY-3-9-B-C

o ML TFTrMHOOMmoTOnO>~WN A
o™ N~ O ANON0OTWONMLLWLW S O n ™M [Te} ~
o T N e e NE I AR e " = BRUKER
O LT ONOANNNNANANAAAAAO ~ - O [o0) [Te)
— R B A e e B O O e R I T s N e B e IO R e R I ~ - Ne} [Te)
| \ \;\t$§$$:§§\Jéé€;é§i;>) Current Data Parameters
NAME 2023-3-16
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230315
Time 0.08 h
INSTRUM Avance
PROBHD 7116098_0833 (
3e PULPROG z2gpg30
TD 65536
SOLVENT CDC13
NS 500
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 50.1934
DW 21.000 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
F2 - Processing parameters
Tw—— - ' i AR M R, " . - E— 32768
SF 100.6127635 MHz
WDW EM
SSB 0
j I j I j I j I j I j I j I j I j I j I T LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 ppmglé . 48
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XY-3-25-A-H

ANM OO0 O WM<
N MHOAHOMNAO N T
SR ANNONVVO
A N A RN

5 993
5.989
5.972
5.968
5.952
5.947
5.926
5.637
5.616
5.106
5.081
5.062

2.361

> e N
N Current Data Parameters
. /L§ NAME 2023-3-24
EXPNO 3
N 0] PROCNO 1
F2 - Acquisition Parameters
Date_ 20230325
Time 3.56 h
Me Me INSTRUM Avance
3f PROBHD 7116098_0833 (
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 51.2821
DW 61.000 usec
DE 13.54 usec
TE 293.2 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300099 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A ‘
13 12 11 10 9 8 7 5 5 ppm
ﬁéﬁkﬁ VAT >
Slo(g|=|a [=lo||a@ o
Ll Bl Bl B d =] bl Bl I =] =] 0
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XY-3-25-A-C
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™M Moy —H N
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o

129.59

127.79

126.25

123.99
123.35
119.95
119.23
118.45

117.33

107.27

77.47

21.38

\ NN #EY \/
Current Data Parameters
N NAME 2023-3-24
EXPNO 4
X N o) PROCNO 1
F2 - Acquisition Parameters
Date_ 20230325
Time 4.09 h
Me Me INSTRUM Avance
PROBHD 7116098_0833 (
3f PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 200
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 50.1934
DW 21.000 usec
DE 6.50 usec
TE 293.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
F2 - Processing parameters
‘ o . - SI 32768
' o i T ' T TSF 100.6127665 MHz
WDW EM
SSB 0
j I j I I j I j I j I I I I I j I j LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 ppm§§ . 48
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Current Data Parameters

NAME 2023-3-20
EXPNO 1
N O PROCNO 1
F2 - Acquisition Parameters
Date_ 20230321
Time 2.13 h
Cl Cl INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30
39 TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 293.6 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300099 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
.,
13 12 10 9 8 7 5 4 ppm
omoojmclo}‘cor\ <
o|o|o|o|o|a]| ||l |-
||| [O||]|r]|r]| [N
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XY-3-21-A-C
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\\ | \ \Q§¢\:Q\I \/ Aéé;b) | Current Data Parameters
N NAME 2023-3-20
/g EXPNO 2
PROCNO 1
X N @]
F2 - Acquisition Parameters
Date_ 20230321
Time 2.25 h
INSTRUM Avance
Cl Cl PROBHD  7116098_0833 (
PULPROG zgpg30
3 TD 65536
9 SOLVENT cDCl13
NS 200
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 50.1934
DW 21.000 usec
DE 6.50 usec
TE 294.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
F2 - Processing parameters
o A AR 32768
SF

100.6127605 MHz

WDW EM
SSB 0
LB 1.00 Hz

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppmce 0

1.40
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Current Data Parameters

NAME 2023-4-3
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230404

Time 1.59 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101

DW 61.000 usec
DE 13.54 usec
TE 293.7 K

D1 1.00000000 sec
TDO 1

SFO1 400.1324708 MHz
NUC1 1H

PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W

F2 - Processing parameters
ST 65536

SF 400.1300136 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

13 12 11 10 9

8 7 6
[T k=K IS [N
MO0 - O

1.95

5 4 3
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XY-3-37-C
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\\ Current Data Parameters
NAME 2023-4-3
N EXPNO 3
/g PROCNO 1
AN
N O F2 - Acquisition Parameters
Date_ 20230404
Time 2.29 h
INSTRUM Avance
CF PROBHD 7116098_0833 (
3 PULPROG z2gpg30
Cl TD 65536
SOLVENT CDC13
3h NS 500
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.4244
DW 21.000 usec
DE 6.50 usec
TE 294.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
“MJL Lw«alv MWWWMWWMWWMWWWWWWMW EZ - Processing parameters
WMM " ST 32768
SF 100.6127604 MHz
WDW EM
SSB 0
LB 1.00 Hz
180 170 160 150 140 130 120 110 100 90 80 70 60 ppm 0

PC 1.40
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\\ Current Data Parameters
NAME 2023-4-13
N EXPNO 44
/L} PROCNO 1
AN
N O F2 - Acquisition Parameters
Date_ 20230412
Time 16.54
INSTRUM spect
CF PROBHD 5 mm PABBO BB-
3 PULPROG zgfhiggn.2
Cl TD 131072
SOLVENT CDC13
3h NS 16
DS 4
SWH 66964.289 Hz
FIDRES 0.510897 Hz
AQ 0.9786710 sec
RG 203
DW 7.467 usec
DE 6.50 usec
TE 292.5 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
======== CHANNEL fl ========
SFO1 282.3761148 MHz
NUC1 19F
Pl 14.50 usec
PLW1 10.39999962 W
======== CHANNEL f2 ========
SFO2 300.1312005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 14.00000000 W
PLW12 0.17284000 W
F2 - Processing parameters
ST 65536
T I " I j I I I j I ) ) SF 282.4043552 MHz
0 -60 -100 -120 -140 -160 -180 ppmiY B
LB 0.30 Hz
GB 0

PC 1.00
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XY-3-38-H

7.726
7.526
7.507
7.376
7.371
7.305
7.285
7.260
7.257
7.237
7.218
7.177
7.172
7.157
7.152
7.010
6.991
6.654
6.645
5.976
5.955
5.951
5.934
5.930
5.913
5.909
5.888
5.619
5.598
5.125
5.116
5.100
5.074

P [

[Te)
o
<
N

Current Data Parameters

NAME 2023-3-31
EXPNO 1
N PROCNO 1
F2 - Acquisition Parameters
Date_ 20230401
Time 7.37 h
cl INSTRUM Avance
PROBHD 7116098_0833 (
Me PULPROG zg30
. TD 65536
3i SOLVENT cDpCl3
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 93.7735
DW 61.000 usec
DE 13.54 usec
TE 293.4 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300101 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
AQJ PC 1.00
13 10 9 4 3
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XY-3-38-C

123.94
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120.15
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117.95
107.62
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139.24
136.79
135.82
134.66
132.14
77.46
77.15
76.83
—68.22
19.90

/
JZ

N~ 0
Cl
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3i
L VWP F SO e —— MWMWWWWWWMWMWW
! I ! I ! I ! I ! I ! I ! I ! I ! I ! I
180 160 140 120 100 80 60 40 20 0 ppm

Current Data Parameters

NAME 2023-3-31
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230401

Time 7.49 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 200

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 50.1934

DW 21.000 usec
DE 6.50 usec
TE 294.1 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127632 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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\\ Current Data Parameters
NAME 2023-5-17
EXPNO 1
N PROCNO 1
X N/lkt) F2 - Acquisition Parameters
Date_ 20230518
Time 3.07 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30
) TD 65536
3j SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 294.1 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300099 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L L
13 12 11 10 9 8 7 6 4 ppm
AN[r~=|r—=|O|x [=20ee] o
[ )[=){=] ] o] o|o® o
Sir~|ailm|o ol (o


16061
图章


XY-3-89-H
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77.15
76.83
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Current Data Parameters

N\ NAME 2023-5-17
EXPNO 2
N PROCNO 1
A N/go F2 - Acquisition Parameters
Date_ 20230518
Time 3.36 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30
TD 65536
3j SOLVENT CDC13
NS 500
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 43.5965
DW 21.000 usec
DE 6.50 usec
TE 294.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
J ‘ { ‘ ‘ F2 - Processing parameters
y - " ! ST 32768
SF 100.6127599 MHz
WDW EM
SSB 0
j I j I j I j I j I j I j I I I I I ) LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 ppmg? . 48
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Current Data Parameters

NAME 2023-3-22
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230322

Time 21.11 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101

DW 61.000 usec
DE 13.54 usec
TE 293.2 K

D1 1.00000000 sec
TDO 1

SFO1 400.1324708 MHz
NUC1 1H

PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W

F2 - Processing parameters
ST 65536

SF 400.1300397 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

ppm
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XY-3-25-B-C

77.47
77.15
76.83

——63.07

21.80

Current Data Parameters

A\
NAME 2023-3-23
N EXPNO 1
A /g PROCNO 1
N~ O L
| F2 - Acquisition Parameters
Ts Date_ 20230324
Time 0.41 h
INSTRUM Avance
3k PROBHD  7116098_0833 (
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 200
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 48.6724
DW 21.000 usec
DE 6.50 usec
TE 294.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
F2 - Processing parameters
e A ] A oo A A A A 32768
SF 100.6127619 MHz
WDW EM
SSB 0
j I j I j I j I I I j I I I I B 1.00 Hz
180 160 140 120 100 80 60 40 20 0 ppmglé ) 48


16061
图章


Iz

Current Data Parameters

NAME 2023-5-4
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230504

Time 17.42 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 54.0541

DW 61.000 usec
DE 13.54 usec
TE 294.6 K

D1 1.00000000 sec
TDO 1

SFO1 400.1324708 MHz
NUC1 1H

PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W

F2 - Processing parameters
ST 65536

SF 400.1300096 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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Current Data Parameters

b S\W/E % ]
“ H
S
Me
4a
ol , "
| 2(|)0 | 18|0 1E|50 14IIO | 12|0 | 1(|)0 | 8|0 | 6|0 4|0 2|0 (I) plpm

NAME 2023-5-4
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230429

Time 2.32 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 500

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.2408

DW 21.000 usec
DE 6.50 usec
TE 295.2 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127704 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XY-3-71-H

(&)
<
m
®

N v

7 536
7.516
7.259
7.238
7.233
7.227
7.185
7.180
7.103
7.082
7.045
6.929
6.907
6.868
6.863
6.849
6.845
6.830
6.825
6.573
6.555
6.517
6.512
6.106
6.086
6.064
5.948
5.443
5.400
5.271
5.246
1.727
1.722

\\ Current Data Parameters
N NAME 2023-4-27
H EXPNO 9
PROCNO 1
N o
/u\ F2 - Acquisition Parameters
N Me Date_ 20230428
Time 16.05 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30
TD 65536
SOLVENT CDC13
4b NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 91.6422
DW 61.000 usec
DE 13.54 usec
TE 293.9 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300415 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
g N
13 12 11 10 9 6 5 4 3 2 1 ppm

(=3 DO(OM ]| (VM (=4
S ol=|2lel=||o| |2|e %
- <[] |v=]v= N
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XY-3-71-C

Current Data Parameters

\ | SN\ | Voo
N
N o
NJ\Me
4b
A ———— - N y o “ ” My
| 2(|)0 | 150 | 1&0 14|10 | 150 | 1(|)0 | 8|0 6|0 4|0 2|0 (I) plpm

NAME 2023-4-27
EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230428

Time 2.30 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 500

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.4244

DW 21.000 usec
DE 6.50 usec
TE 295.0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127620 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XY-3-79-H

4c

™0~
— O
N O
< o

\\ Current Data Parameters
NAME 2023-5-10

N EXPNO 1

H PROCNO 1
F2 - Acquisition Parameters

_Me Date_ 20230511

N Time 1.49 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 43.4783
DW 61.000 usec
DE 13.54 usec
TE 294.3 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300098 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

A B

13 12 11 10

9 8 7 6
O[T~ O - ©
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XY-3-79-C

Current Data Parameters

\ IS W Vool
N
H
AN
N,Me
4c
| 2(|)0 | 1£|30 | 1E|50 | 14|10 | 12|0 1(|)0 | 8|0 6|0 4|0 2|0 (I) plpm

NAME 2023-5-10
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230511

Time 2.02 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 200

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.4244

DW 21.000 usec
DE 6.50 usec
TE 294.8 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127743 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XY-3-69-H

8.430
7.597
7.577
7.260
7.242
7.235
7.228
7.173
7.155
7.117
7.098
7.079
6.850
6.810
6.589
6.584
6.581
6.576
6.198
6.180
6.161
6.140
6.122
5.305
5.291
5.284
5.269
4.349
4.347
4.331
4.330
4.313
4.295
3.232
3.214
3.195
3.189
3.185
3.173
3.156
3.153
3.134
1.332
1.315
1.297

s

\‘ Current Data Parameters
N NAME 2023-4-27
H EXPNO 4
N PROCNO 1
F2 - Acquisition Parameters
NO, Date_ 20230428
Time 0.53 h
INSTRUM Avance
EtO" ~O PROBHD  2116098_0833 (
PULPROG zg30
TD 65536
4d SOLVENT cDCl3
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 98.3478
DW 61.000 usec
DE 13.54 usec
TE 294.5 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300098 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
13 10 9 8 7 6 5 4 3 2 1

0.95\
0.965;
1.00
101/,
1.00/-
0.91/
1.04/
1.0
2.03
213
3.11
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XY-3-69-C

o O MOWMON W < O —
N O WO WO~ Ws O N ~ ~mnm N [e)} <
5 nmedecsg o &osA® s Q . BRUKER
O MM ANNANNNNN o ~ ~ -~ o o < <
— R B B B B B B e M B | — [e0) ~ -~ Ne} o —
\\ k<§¢\>¢\hé&¢) | | \¢/J Current Data Parameters
NAME 2023-4-27
N EXPNO 5
H PROCNO 1
AN
F2 - Acquisition Parameters
N02 Date_ 20230428
Time 1.23 h
INSTRUM Avance
PROBHD 7116098_0833 (
EtO o PULPROG zgpg30
TD 65536
SOLVENT CDC13
4d NS 500
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.4244
DW 21.000 usec
DE 6.50 usec
TE 294.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
\ ‘ F2 - Processing parameters
b . ST 32768
SF 100.6127611 MHz
WDW EM
SSB 0
j I j I j I j I j I j I j I j I j I j I j I j LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 ppmg? 0

1.40
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XY-3-70-H

8.659
2 863
2.755
2.752
2.735
2.732
2.720

\ e W N i

Current Data Parameters

N NAME 2023-4-27
H EXPNO 8
PROCNO 1
N o
F2 - Acquisition Parameters
Date_ 20230428
Me Me Time 15.59 h
INSTRUM Avance
EtO (@) PROBHD 7116098_0833 (
PULPROG zg30
de TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 41.6667
DW 61.000 usec
DE 13.54 usec
TE 293.7 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300097 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
N JLMUU JU«_JLJ_,JL

13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
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XY-3-70-C

Current Data Parameters

A= Voo ]

N

N

H
N o
Me Me
EtO” O

4e

| 2(|)0 | 1£|30 1E|50 | 14|10 12|0 | 1(|)0 8|0 6|0 4|0 2|0 (I) plpm

NAME 2023-4-27
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230428

Time 1.57 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 500

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 46.0295

DW 21.000 usec
DE 6.50 usec
TE 294.8 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127675 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XY-4-8-H

7.553
7.535
7.262
7.260
7.256
7.248

Current Data Parameters

NAME 2023-6-10
EXPNO 1
\ PROCNO 1
H F2 - Acquisition Parameters
Date_ 20230610
X O Time 18.51 h
INSTRUM Avance
PROBHD 7116098_0833 (
O PULPROG zg30
TD 65536
OEt SOLVENT CcDC13
NS 16
DS 2
SWH 8196.722 Hz
4f FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 294.9 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300097 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
e MWMLJ
13 12 11 10 9 8 7 6 5 4 ppm
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XY-4-8-C

215.17

oIz~

OEt

4f

171.43
120.55
120.15
119.92
—102.96
77.46
77.15
76.83
——33.39
—19.75
—14.26

—_—61.79
TT—60.70
/38.41
TT—37.58

Current Data Parameters

T
200

I
0 ppm

NAME 2023-6-13
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230614

Time 7.14 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 500

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 46.0295

DW 21.000 usec
DE 6.50 usec
TE 294.4 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127584 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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Current Data Parameters

NAME 2023-6-16-1
AN EXPNO 3
N PROCNO 1
H F2 - Acquisition Parameters
X O Date_ 20230617
Time 4.21 h
INSTRUM Avance
O PROBHD 7116098_0833 (
PULPROG zg30
TD 65536
OEt SOLVENT CcDC13
NS 16
DS 2
SWH 8196.722 Hz
49 FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 32
DW 61.000 usec
DE 13.54 usec
TE 294.4 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300094 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L

13 12 11 10 9 pm

8 7 6 4 3 2 1 p
| EEedEd [ [EEEeEcER
o OO N ™M~ O/NOIN
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XY-4-22-C

Current Data Parameters

AN\ vVov o oM
N\
N
H
X O
o)
OEt
49
| 2(|)0 | 1£|30 1t|50 14|10 | 150 | 1(|)0 | 8|0 6|0 4|0 2|0 cl) plpm

NAME 2023-6-16-1
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230617

Time 4.33 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 200

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.4244

DW 21.000 usec
DE 6.50 usec
TE 294.8 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127705 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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N AT OO TONMTMHOMJPTAOMOWL ON MM T 0 [@JNeRNe]
JELERERSCSISERGERRIEEINEE 28% BRUKER

Current Data Parameters
NAME 2023-6-12
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230613
Time 2.49 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 294.3 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300098 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

1 JJ )

13 12 11 10 9 8 7 6 3 ppm
(v OO NMD||© [ g
- ol <~ | | 0|
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XY-4-15-C

o~

(G| 0 n m
L < — 0O
oo .
ISES ~ 0
— ~ o~ o~

——150.82
133.72
132.21
128.53
124.61
123.36
120.75

——57.94

—42.17

——28.81

Current Data Parameters

NAME 2023-6-12
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230613
Time 3.19 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 500
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.4244
DW 21.000 usec
DE 6.50 usec
TE 294.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
‘ ’ PLW13 0.12874000 W
| o ‘ A . |
e T ’ ' ""F2 - Processing parameters
ST 32768
SF 100.6127584 MHz
WDW EM
SSB 0
! j I j I j j j j I j I j I ) I ) ) LB 1.00 Hz

T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppmce 0

1.40
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XY-4-20-H

N~ OWNMWHMLO T WO HHWOWMOWMM T I <
NOLOLOTMOHOMHAHA~TO0VWOWEMOoar-r~-OWNO WO
wmmmmmmaaaoooooommmmmma.—ma
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Se=\/e==

3.086
3.067

——1.555

Current Data Parameters

NAME 2023-6-14
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230615

Time 6.07 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101

DW 61.000 usec
DE 13.54 usec
TE 294.2 K

D1 1.00000000 sec
TDO 1

SFO1 400.1324708 MHz
NUC1 1H

PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W

F2 - Processing parameters
ST 65536

SF 400.1300101 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

13

12

11

10

8 7 6
AN~ N|N|N|[™~|N

4.00
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XY-4-20-C
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Current Data Parameters
NAME 2023-6-16-1
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230617
Time 4.16 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 500
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.4244
DW 21.000 usec
DE 6.50 usec
TE 294.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
b T T L ”WWMWWWJ I m WSO 0 _ Drocessing parameters
ST 32768
SF 100.6127592 MHz
WDW EM
r . r r T T T T T T T T SSB 0
I I I I I I I I I I I ip 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 ppm g 0

PC 1.40
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XY-4-32-H

7.429
7.424
7.408
7.395
7.391
7.368
7.365
7.347
7.344
7.296
7.293
7.289
7.275
7.260
7.257
7.133
7.116

6.956
6.937
6.920
6.912

6.895
4.925
4.911
4.898
4.101
4.080
4.058

N e 4

Et N
5
13 12 11 10 9 8 7 6 5 4 3 2 ppm
38|3S g 13 |38 s |3
< | || - N N - (4]

Current Data Parameters

NAME 2023-6-26
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230627

Time 5.34 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 85.4993

DW 61.000 usec
DE 13.54 usec
TE 294.4 K

D1 1.00000000 sec
TDO 1

SFO1 400.1324708 MHz
NUC1 1H

PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W

F2 - Processing parameters
ST 65536

SF 400.1300102 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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XY-4-32-H

Current Data Parameters

NN Voo v
N
= N0
: o L
| 2(|)0 | 1&0 | 1&0 14|10 | 150 | 1(|)0 8|0 6|0 4|0 | 2|0 (I) plpm

NAME 2023-6-26
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230627

Time 5.52 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 300

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 48.6724

DW 21.000 usec
DE 6.50 usec
TE 294.5 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127634 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XY-4-27-H

VOO OMOANTIOHONTSITONDO AOONODOTOMTNINODNOAHDATNOONTOOMOOLW WO — O
ShStagecaggntaanseneasnnenznasanzgszsasrtic: BIRUKIER
m[\[\[\[\[\[\[\[\[\\D\D\D\D\D\DQ“Q“V‘V‘W?‘?‘V‘NNNNNNNNNNN-—{-—{-—{-—{-—{-—{-—{-—{-—{-—{
\ s W e
N Current Data Parameters
H NAME 2023-6-21
EXPNO 4
O PROCNO 1
F2 - Acquisition Parameters
Me Date_ 20230621
Me Time 16.58 h
INSTRUM Avance
EtO o PROBHD 7116098_0833 (
PULPROG zg30
6 TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 294.5 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300100 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A I
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Current Data Parameters

NAME 2023-6-21
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230622

Time 3.48 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 500

DS 4

SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 47.4244

DW 21.000 usec
DE 6.50 usec
TE 294.6 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6228298 MHz
NUC1 13C

PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W

F2 - Processing parameters
ST 32768

SF 100.6127599 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XY-4-48-H

9.120
7.557
7.538
7.260
7.242
7.235
7.228
7.138
7.121
7.088
7.069
7.050
6.810
6.771
6.557
6.552
6.549
6.544
6.210
6.191
6.172
6.152
6.133
4.224
4.220
4.206
4.203
4.188
4.185
4.171
4.167
3.710
3.696
3.682
2.707
2.686
2.673
2.667
2.649
2.631
1.288
1.270
1.253

) e e

N Current Data Parameters
H NAME 2023-7-6
EXPNO 1
\ PROCNO 1
F2 - Acquisition Parameters
NH Date_ 20230707
Time 6.11 h
INSTRUM Avance
EtO" ~O PROBHD  2116098_0833 (
PULPROG zg30
TD 65536
7 SOLVENT CDC13
NS 16
DS 2
SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW 61.000 usec
DE 13.54 usec
TE 294.5 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W
F2 - Processing parameters
ST 65536
SF 400.1300098 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
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\\ \¢>§<\\\éééb) | Current Data Parameters
N NAME 2023-7-6
H EXPNO 2
X PROCNO 1
F2 - Acquisition Parameters
NH2 Date_ 20230707
Time 6.58 h
INSTRUM Avance
PROBHD 7116098_0833 (
EtO O PULPROG zgpg30
TD 65536
SOLVENT CDC13
7 NS 800
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 46.5207
DW 21.000 usec
DE 6.50 usec
TE 294.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
} ’A F2 - Processing parameters
) L " » ST 32768
TSP OTWPRFIDMTMPRIN NURTPWROYIPRINSWASII NI DI | ) SRSVTSOND RVPARTOOURIY SO , o 100 615560 My
WDW EM
SSB 0
j I j I j I j I j I j I j I j I j I j I j I j LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 ppmgg . 48
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XY-4-53-H

7.583
7.563
7.260
7.242
7.235
7.168
7.150
7.106
7.087
7.068
6.821
6.782
6.581
6.576
6.573
6.568

\ e RN

Iz

NO,

OH

6.176
6.158
6.139
6.137
6.118
6.100
4.7173
4.768
4.765
4.757
4.754
4.749
4.142
4.124
4.066
4.058
4.034
4.026
2.971
2.968
2.951
2.948
2.934
2.931
2.915
2.912
2.895
2.876

-2 .861

-2 . 558

- 2.840

L-2.825

[

U‘MMMM

2.822
2.297
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Current Data Parameters

NAME 2023-7-17
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230707

Time 21.10 h
INSTRUM Avance
PROBHD 7116098_0833 (
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 24

DS 2

SWH 8196.722 Hz
FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101

DW 61.000 usec
DE 13.54 usec
TE 294.5 K

D1 1.00000000 sec
TDO 1

SFO1 400.1324708 MHz
NUC1 1H

PO 3.33 usec
Pl 10.00 usec
PLW1 20.73200035 W

F2 - Processing parameters
ST 65536

SF 400.1300100 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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\\ Current Data Parameters
N NAME 2023-7-11
H EXPNO 4
N PROCNO 1
F2 - Acquisition Parameters
NOZ Date_ 20230712
Time 7.49 h
INSTRUM Avance
OH PROBHD 7116098_0833 (
PULPROG zgpg30
8 TD 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 sec
RG 46.0295
DW 21.000 usec
DE 6.50 usec
TE 294.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 87.89900208 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 20.73200035 W
PLW12 0.25595000 W
PLW13 0.12874000 W
J F2 - Processing parameters
ST 32768
SF 100.6127571 MHz
WDW EM
' | ' | ' | ' | ' | ' | ' | ' | ' | ' | ' | ' SSB 0
LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 ppm 0

PC 1.40
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