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Experimental procedures for (16S,205)-3B-t-butyldimethylsilyloxy-5a-pregnane-20,16-
carbolactone (1b) synthesis from tigogenin

1. H,0, %%, CF,CO,H, H,S0,
CH;CO,H/DCM (4/1), 0 °C to tt.
overnight

2. Na,SO;

tigogenin

1. LiOH, THF/H,O (5/2),

reflux, 1h
2. HCl1

TBSCI (1.2 equiv.),
imidazole (4.0 equiv.)
DMEF, 60 °C, overnight

TBSO

Trifluoroacetic acid (1 mL) and concentrated sulphuric acid (10 mL) were added to the mixture
of tigogenin (10 g, 0.024 mol), molecular iodine (0.5 g, 0.002 mol), n-BusNBr (0.100 g, 3 x 10~ mol), acetic
acid (120 ml) in DCM (30 ml). The multi-component solution was heated at 50° C for 1 hour, then, after
cooling to 0°C, 60% aqueous solution of H20:2 (20 mL, 0.438 mol, 18.2 equiv.) was slowly added. After 1
h, the ice bath was removed and stirring was continued at room temperature overnight. The progress
of the reaction was monitored by TLC. After completion of the reaction, a saturated aqueous Na250s
solution was carefully added to the mixture (ca. 300 mL). Stirring was continued until the purple colour
of the mixture disappeared. After that, the resulting yellow solution was neutralized with 50% aqueous
NaOH solution to pH 7 (ca. 120 mL). Product was extracted with DCM (5 x 30 mL). The combined
organic layers were concentrated under reduced pressure. Then, LiOH (2.874, 0.120 mol) and a
THF/H20 (5/2) mixture (200 mL) were added to the residue. The resulting suspension was heated at
reflux. The progress of saponification was monitored by TLC. After about 1 hour, the solution was
acidified with 12 N HCl to pH 3 and stirring was continued for approx.. 10 min at 80°C. After cooling,
THF was evaporated under reduced pressure. The residue was diluted with water (200 mL) and product
was extracted with AcOEt (5 x 20 mL). The combined organic layers were dried over anhydrous Na250s,
filtered and the solvent was concentrated under reduced pressure. The crude product was purified by
crystallization from AcOEt. (165,205)-3p-Hydroxy-5a-pregnane-20,16-carbolactone (la) was obtained

as a white crystalline material (7.591 g, 91%).

(16S,205)-3B-t-Butyldimetylsillioxy-5a-pregnane-20,16-carbolactone (1b) was obtained in 95% (6.321 g)
from (165,205)-3p-hydroxy-23,24-bis-norcholano-22,16-lactone (1a, 5 g, 0.014 mol, 1.0 equiv.) according
to a standard procedure using imidazole (3.93 g, 0.058 mol, 4 equiv.), TBSCI (2.61 g, 0.017 mol, 1.2 equiv.)
in anhydrous DMF (200 mL).
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Spectra (‘"H NMR, *CNMR) of compounds 2b - 5b
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Current Data Parameters

NAME,
EXPNC
PROCNO

PB G138(I)
1
1

F2 - Acquisition Parameters

Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

ns

SWH
FIDRES

20190417

15.05

spect

5 mm Dual 13C/
zg30

32768

CDC13

192

0

4139.073
0.126314
3.9584243
912.3
120.800
8.00

300.0
1.00000000
1

Hz
Hz
sec

usec
usec
K
sec

32768
200.1300000
GM

0
-0.20
0.2
1.00

MHz

Hz
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Current Data Parameterse

NAME PB 59 oksoamid
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190911
Time 13.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2330

TD 65536
SOLVENT CDC13

NS 128

Ds 0

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 456

DW 60.800 usec
DE 8.00 usec
TE 999.9 K
D1 1.00000000 sec
TDO 1
==secsss CHANNEL fl =scssse=
NUC1 1H

Pl 11.15 usec
PLL1 -3.00 dB
SFO1 400.1524711 MHz
F2 - Processing parameters
SI 3276

SF 400.1500007 MHz
WDW GM

SSB 0

LB -0.20 Hz
GB 0.2

PC 1.00
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< @ i o0 ol & colebet LR E & St NAME AW G328TI'IICC
o~ — UL TOOOMNOMNOO NN N A | EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190603
Time 8.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
_ PULPROG zgpg30
4 TD 65536
< SOLVENT CDC13
NS 42000
CONH, Ds 4
SWH 32051.281
FIDRES 0.489064
O AQ 1.0224116
RG 2050
DW 15.600
DE 6.00
TE 999.9
D1 2.00000000
dil 0.03000000
DELTA 1.89999998
TDO 1
======== CHANNEL f1 =
NUC1 13
Pl 27.50
PL1 -1.00
SFO1 100.6298721
CHANNEL f2 ====
CPDPRG2 waltzlé
NUC2 1H
PCPD2 100.00
PL2 -3.00
PL12 13.65
PL13 18.00
SFO2 400.1516006
F2 - Processing parameters
SI 32768
SF 100.6177984
WDW EM
SSB 0
LB 1.00
GB 0
PC 0.20
T T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 0 Prpm
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Current Data Parameters

NAME PB 63 Laktam cz F4-8
EXPNO 1
PROCNO 1
F2 - Acguisition Parameters
Date_ 20150927
Time 12.43
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 192
DS 0
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 31.9846387 sec
RG 203
DW 60.800 usec
DE 8.00 usec
TE 999.9 K
D1 1.00000000 sec
TDO 1
CHANNEL f1 =
1H
25.00 usec
-3.00 dB

400.1524711 MHz

F2 - Processing parameters

ST 32768
SF 400.1500007 MHz
WDW GM
SSB 0
LB -0.20 Hz
GB 0.2
PC 1.00
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© ~ o COLDLHQ‘Q‘HCO(DPKDLOV‘M(\]HC{)LQO&(DV(\; < NAME PB 63 Laktam cz F4-8

— N~ =~ DOLOOLTTOOMONOMNOMONNNAAAA 1 EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20190929
Time 20.53
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 30720
DS 4
SWH 32051.281 Hz
FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 287
DW 15.600 usec
DE 6.00 usec
TE 999.9 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO L

= == CHANNEL f2

CPDPRG2 waltzlé
NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768

SF 100.6177991 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 0.20

T T 0 T T T T 62 T i T T T T e T T T T I
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

NAME PB LAKTAM-OH'
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters

Date_ 20200310

Time 13.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT v CDC13

NS 64

DS 0

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 90.5

DW 60.800 usec
DE 8.00 usec
TE 296.6 K
D1 1.00000000 sec
TDO 1

Bl 11.15 usec
PL1 -3.00 dB
SFO1 400.1524711 MHz
F2 - Processing parameters
SI 32768
SF 400.1500007 MHz
WDW GM
SSB [}
LB -0.20 Hz
GB 0.2
PC 1.00
Y,
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Current Data Parameters

NAME PB LAKTAM-OH'
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20200310
Time 13.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 768

DS 4

SWH 32051.281 Hz
FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 2050

DwW 15.600 usec
DE 6.00 usec
TE 297.0 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO I

SFO1 100.6298721 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé

NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768

SF 100.6178053 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 0.20



ROESY 48. Current Data Parameters
NAME AW G159F11
EX 8
PROCNO 1
F2 - Acguisition Parameter:
Date_ 20091109
J\ . pPPM e 14.22
1 1 1 T T T [ INSTRUM spect
(VCRRPRRP | SRS A SN S| TSI [WSTSP S | SO | SR | | S P = [ 0.5 PROBHD 5 mm PABBC BB-
| | | | | | e A0 | oo R g "~ PULEROG roesyph
= | [ | | - - | | S TD 2048
| | | | | | SOLVENT CpCl3
| 1 | | | o 8 [ 1.0 us L
DS 4
' f ! ' : @ 2l ‘ SWH 1604.621 Hz
I ‘ I I I T I FIDRES 0.783507 Hz
S T A i el SR T - —1.5 ag 0.6382068 se:
| [ | I | I RG 1820
| | | | | & @ | D 311.60C use
| | | | | J L 20 DE 6.00 ust
| | [ [ [ o [ R 227 &
| | | | | | | do C.00030050 se:
D 2.00000000 se:
Lo e s o e dlucie s v el o sl un el SRV DRSS I R oo ISR RTINS, |y o i el [ o5 di2 0.00002000 se:
I [ I I I I 5 I \ ‘ \ ™ IND 0.00062320 se:
| | | | | | L | | | | [ STICNT 12.8
| [ | I I = [ [ [ [
[P s e S s Ee. B e e i e R R L e S s e o e B R e o 0 L CHANNEL f1 ======
| \ | I I & I [ [ [ [ ]{UC'— ” 7“; .
: : ' ' ' o ‘ ‘ ‘ ; ‘ P15 400080.00 s
SR 5 R | i - = S . el i el —— b BB P e
N R T . P e ks
| I | | | o | I I I I r 8707 400.1508003 MH:
EPTEUNE | S TR | SRR, By oo edlleg ot | Jioeocmira i o B | — s ol e b comnaanlioe
| # | | | p | d @ | ‘@q“ | = 4.0 Fl - Acquisition parameter:
| [ | | I I [ [ [ e NDO
| | | | | | | | \ | D 256
_____I____T____l_____l_________I______________l_________\____\_____\____T__4-5 SFO1 400.1508 MH:
r FIDRES 6.268052 Hz
| [ | I | I I [ [ g It i 4.010 op
| [ I I I I | ‘ ‘ ; b FriMODE States-TEPI
o I fi=s 1 = f 1 R == F=15.0
| | | | | | | | | | L rz Processing parameters
| [ | | | I I [ Pos I s1 o 1024
77777 fermias et il s medle s stle st fhn s sl Sidie s e el st e st el sl cafe b T UB B SE EOUIGEOTC I AL
| | | | | | | | | i wou OSINE
t SSB 2
| [ | I | I [ [ [ [ =5 0.00 Hz
| SR —| e | G g TSRS || SEPRSTy) SENS—(| S| = US| IR e egee (ISR ) GB 0
| \ | I | I I [ [ i = 6.0 BC 1.00
| [ | | | I I [ [ A s
| | | | | | | | | Fl - Processing parameters
i 1**"*"'**1***'7' Sl == s s et e i e oLl 5 1024
| | | | | | | | | Lot MC2 Soolfe s RS
| | | | | | | | | I 24 400514227085 Ma;
- ——— - —— = —— — == — — — + - A === — 4 — — — w”af”ﬂ”w»W”r»fq,oggﬁ QS’NS
. | | | | | | | | | " | L B 0.00 Hz
- I I I I I i I I I I GB 0
| |
| — I A&
7.0 6.5 6.0 55 50 45 4.0 3.5 3.0 25 2.0 15 1.0 0.5 ppm
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0.152

Differential NOE 4a

3.045
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1.000
1.062
0.701
4.028
1.162
1.186
3.770
3.135
11.502
3.440
1.142

Current Data Parameters

NAME AW G341 I
EXPNO 11
PROCNO 14

F2 - Acquisition Parameters
Date_ 20200319
Time 15.38
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 128

Ds 0

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 32

oW 60.800 usec
DE 8.00 usec
TE 999.9 K
D1 1.00000000 sec
TDO 1

6.019

ppm

400.1524711 MHz

Processing parameters

32768
400.1500000 MHz

0
-0.20 Hz
0.2

1.00

usec
-3.00 dB
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Current Data Parameters

NAME AW G341 I
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20200320
Time 8.40
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 16384

DS 4

SWH 32051.281 Hz
FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 128

Dw 15.600 usec
DE 6.00 usec
TE 999.9 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO T

NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz

F2 - Processing parameters

SI 32768
SF 100.6177982 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 0.20



Current Data Parameters

NAME AW G340 sm
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20200225

Time 15.52
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 128

Ds 0

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203

DwW 60.800 usec
DE 8.00 usec
TE 999.9 K
D1 1.00000000 sec
TDO 1

SFO1 400.1524711 MHz
F2 - Processing parameters
SI 32768
SF 400.1500000 MHz
WDW GM
SSB 0
LB -0.20 Hz
GB 0.2
PC 1.00
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Current Data Parameters

NAME AW G340 sm
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20200228
Time 13.00
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 1024

DS 4

SWH 32051.281 Hz
FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 2050

DW 15.600 usec
DE 6.00 usec
TE 999.9 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1

CPDPRG2

NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768

SF 100.6178010 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PE, 1.40
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Current Data Parameters

NAME
EXPNO
PROCNO

AW G341 II (2)

1
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

20200303
12.52
spect

5 mm PABBO BB-
2930
65536
CDC13
128
0
8223.685 Hz
0.125483 Hz
3.9846387 sec
322
60.800 usec
8.00 usec
299.2 K
1.00000000 sec

F2 - Processing parameters

WDW

32768
400.1500000 MHz
GM
0
-0.20 Hz
0.2
1.00
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Current Data Parameters

NAME
EXPNO
PROCNO

AW G341 II (2)

2
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

20200311
17.09
spect

5 mm PABBO BB-
2gpg30
65536
CDC13
2816
4
32051.281 Hz
0.489064 Hz
1.0224116 sec
2050
15.600 usec
6.00 usec
296.8 K
2.00000000 sec
0.03000000 sec
1.89999998 sec

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
SFO2

CHANNEL £f2 ===

waltzlé

400.1516006 MHz

F2 - Processing parameters

SI
SF
wDwW
SSB
LB
GB
PC

T
220

180

80

S20

60 40 20 0

ppm

32768
100.6177995 MHz
EM
0
1.00 Hz
0

0.20
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Current Data Parameters

NAME AW G340 II (2)
EXPNO I
PROCNO 1

F2 - Acquisition Parameters
Date_ 20200227
Time g e T i
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 128

DS ]

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 322

DW 60.800 usec
DE 8.00 usec
TE 999.9 K
D1 1.00000000 sec
TDO 4

Pl 9.80 usec
PL1 -3.00 @B
SFO1 400.1524711 MHz
F2 - Processing parameters
SI 32768

SF 400.1500000 MHz
WDW GM

SSB 0

LB -0.20 Hz
GB 0.2

PC 1.00
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Current Data Parameters

NAME
EXPNO
PROCNO

AW G340 II (2)

2
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
SFO2

20200229
5.21
spect
5 mm PABBO BB-
zgpg30
65536
CDC13
14400
4
32051.281 Hz
0.489064 Hz
1.0224116 sec
90.5
15.600 usec
6.00 usec
999.9 K
2.00000000 sec
0.03000000 sec
1.89999998 sec

100.00 usec
-3.00 dB
13.65 dB
18.00 dB
400.1516006 MHz

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

32768
100.6177994 MHz
EM
0
1.00 Hz
]

0.20
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Current Data Parameters

Hz
Hz
sec

usec
usec

NAME AW G341 III (2)
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200304
Time 17.19
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 128
DS 0
SWH 8223.685
FIDRES 0.125483
AQ 3.9846387
RG 322
DW 60.800
DE 8.00
TE 296.9
D1 1.00000000

sec

usec
dB
MHz

MHz

Hz

Pl 11156
PL1 -3.00
SFO1 400.1524711
F2 - Processing parameters
SI 32768
SF 400.1500000
WDW GM
SSB 0
LB -0.20
GB 0.2
PC 1.00
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Current Data Parameters

AW G341 III (2)
2
1

20200310

ime 14.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 1920
Ds 4

SWH 32051.281 Hz
FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 2050
DwW 15.600 usec
DE 6.00 usec
TE 297.0 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 27.50 usec
PL1 -1.00
SFO1 100.6298721 MHz
= CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768

SF 100.6177993 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0

PC 0.20



Current Data Parameters

NAME AW G340 ITI PiTf3-(2)
EXPNO i %
PROCNO 1

F2 - Acquisition Parameters
Date_ 20200304

Time 16.17
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 128

DS 0

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 322

DW 60.800 usec
DE 8.00 usec
TE 296.9 K

D1 1.00000000 sec
TDO 1

Processing parameters

32768
400.1500000 MHz
GM
0
-0.20 Hz
0.2
1.00

usec
-3.00 dB
MHz
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© ©  © . . e % m 6w a8 ow o d & 4 e o e el e e w e NAME AW G340 III PiTf3-(2)

r~ M NN o~ - MW TP HTADOMSON TN DO TN EXPNO 2

— (o oo o M 1o 22 DOOLWOPLLIOOOONNNOMO NN AAA
PROCNO 1
F2 - Acguisition Parameters
Date_ 20200305
Time 10.35
INSTRUM spect
PROBHD S mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1664
DS 4
SWH 32051.281 Hz
FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 2050
DW 15.600 usec
DE 6.00 usec
TE 296.9 K
D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
TDO a2

Pl 27.50 usec
PL1 -1.00 dB
SFO1 100.6298721 MHz

NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768

SF 100.6177994 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 0.20
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Current Data Parameters

NAME DP 30TBS-oksokwas
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200111
Time 16.36
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 128
DS 0
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 228
DW 60.800 usec
DE 8.00 usec
TE 999.9 K
D1 1.00000000 sec
TDO 1

== CHANNEL fl ========
NUCL 1H
P1 11.15 usec
PL1 -3.00 @B
SFO1 400.1524711 MHz
F2 - Processing parameters
SI 32768
SF 400.1500000 MHz
WDW GM
SSB 0
LB ~0.20 Hz
GB 0.2
PC 1.00
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5 Py B A Ty = R NAME DP 30TBS-oksokwas
o~ — F OO ITOOOONOOOMNNNAAAA ] EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200111
Time 16.44
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
™D 65536
SOLVENT CDC13
NS 1920
Ds 4
SWH 32051.281 Hz
FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 2050
DW 15.600 usec
DE 6.00 usec
TE 999.9 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.8599%9998 sec
TDO 1
CHANNEL fl ========
13C
27.50 usec
-1.00 dB
100.6298721 MHz
== === CHANNEL £2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768
SF 100.6178015 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 0.20
L_.juAAvl‘ Ads - " Nnﬂ FF;J _Jt h L P £ L’~ hf i 2% i Lhn audta
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220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Current Data Parameters
NAME

AB 601D-z3
EXPNO 1
PROCNO 2k
F2 - Acquisition Parameters
Date_ 20200304
Time 13.46
INSTRUM spect
PROBHD 5 mm PABBO BB~
PULPROG 2g30
D 65536
SOLVENT CDC13
NS 64
Ds 0
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 256
DW 60.800 usec
DE 8.00 usec
TE 296.9 K
D1 1.00000000 sec
TDO 1

CHANNEL f1l ========

1H
11.15 usec
-3.00 dB
400.1524711 MHz

F2 - Processing parameters

32768
400.1500008 MHz

0
-0.20 Hz
0.2

1.00



S © @ QRN RNRR RSN NN Ne ¥ Surrent Data Paramebers
2 M NN N NN I ADOE T DLSNAADNOOO TN NAME AB 601D-z3
— R R ] NN IEOONONNNOONNN A EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200306
Time 18.46
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
D 65536
(@) SOLVENT €DCl13
NS 768
Ds 4
SWH 32051.281 Hz
NBn FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 2050
DW 15.600 usec
DE 6.00 usec
TE 297.0 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO L
======== CHANNEL fl ========
NUC1 13¢C
Pl 27.50 usec
PL1 -1.00 dB
SFOl1 100.6298721 MHz
CPDPRG2 waltzle
NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768
SF 100.6178015 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
e e Aoyt shasnscsiesmp ol e
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N(p-MeOBn)

4f

-

2.000
2.052

3.841

Current Data Parameters

NAME AW Lactam p-MeBn
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200327
Time 11.54
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT CDC13
NS 128
Ds [}
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 161
DW 60.800 usec
DE 8.00 usec
TE 999.9 K
D1 1.00000000 sec
TDO 1
CHANNEL fl ========
1H
11.15 usec
-3.00 dB

400.1524711 MHz

F2 - Processing parameters

SI 32768
SF 400.1500000 MHz
WDW GM
SSB 0
LB -0.20 Hz
GB 0.2
PC 1.00
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PROCNO 1
F2 - Acquisition Parameters
Date_ 20200327
Time 12.30
_ INSTRUM spect
b PROBHD 5 mm PABBO BB-
< () PULPROG 2gpg30
y TD 65536
SOLVENT CDC13
NS 2240
Ds 4
N(p-MeOBn) SWH 32051.281 Hz
FIDRES 0.489064 Hz
AQ 1.0224116 sec
RG 2050
DwW 15.600 usec
DE 6.00 usec
TE 999.9 K
s D1 2.00000000 sec
= 4f dil 0.03000000 sec
F+ DELTA 1.89999998 sec
TDO 1

PL1 -1.00 @B
SFO1 100.6298721 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé

NUC2 1H
PCPD2 100.00 usec
PL2 -3.00 dB
PL12 13.65 dB
PL13 18.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768

SF 100.6177997 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 0.20
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