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TH-NMR of Probe-1
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Current Data Parameters
NAME sal with n acetyl
EXPNO 14
PROCNO 1
F2 - Acquisition Parameters
Date 20160511
Time™ 20.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9845889 sec
RG 98.85
DW 60.800 usec
DE 6.50 usec
TE 302.7 K
D1l 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.25 usec
PLW1 14.00000000 w
SFO1 400.2604718 MHz
F2 - Processing parameters
SI 65536
SF 400.2580000 MHz
Wl WDW EM

SSB 0
LB 0.30 Hz
GB 0
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BBC-NMR of Probe-1
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HR-MS Data of Probe-1
b5
Scan: 5 TIC=7FI4M56 Base=249%F5 Hhons=1511 RT=12
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Current Data Parameters

sal with n acetyl
15

1

F2 - Acquisition Parameters

Date 20160511
Time 20.35
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
™D 65536
SOLVENT cDpel3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
aQ 1.3631488 sec
RG 199.6
D 20.800 usec
DE 6.50 usec
TE 303.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
NUC1 13C
P1 .80 usec
PLW1 58.00000000 W
SFOL 100.6550182 MHz
CHANNEL f2
CPDPRG[2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PLW2 14.00000000 W
PLW12 0.35097000 W
PLW13 0.28428999 W
SFO2 400.2596010 MHz
F2 - Processing parameters
ST 32768
SF 100.6449540 MHz
WDW EM
sSB 0
LB 1.00 Hz
GB 0
BC 1.40
2511887
266,2488
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260



ITH-NMR of Probe-2
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Current Data Parameters

NAME sal with n acetyl
EXPNO 37
PROCNO 1

F2 - Acquisition Parameters
Date_ 20170131

Time 20.31 h
INSTRUM spect
PROBHD 2108618_0505 (
PULPROG 2930

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8012.820 Hz
FIDRES 0.244532 Hz
RO 4.0894465 sec
RG 112.69

DW 62.400 usec
DE 6.50 usec
TE 297.9 K

D1 1.00000000 sec
TDO

SFOl1 400.2604716 MHz
NUC1 18

Pl 14.25 usec
PLW1 14.00000000 w

SI
SF
WDW
SSB
LB
GB
PC

F2 - Processing parameters
65536

400.2580000 MHz

EM
0
0.30 Hz
0
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sal with n acetyl
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F2 - Acquisition Parameters

Date
Time
INSTRUM
PROBHD
PULPROG

SOLVENT
NS

DS

SWH
FIDRES
20

TDO
SFO1
NUC1
P!
PLW1
SFO2
NUC2
CPDPRG[2
PCPD2
PLW2
PLW12
PLW13

s1
SF
WDW
SSB
LB
GB
PC

20170131
21.02 h

spect
2108618_0505 (
29pg30

65536

CcDC13

512

4
24038.461 Hz
0.733596 Hz

.5 K
2.00000000 sec
0.03000000 sec

1
100.6550186 MHz
13c
9.80 usec
58.00000000 W
400.2596010 MHz
1H

waltzlé

90.00
14.00000000
0.35097000
0.17654000

7
100.6449542
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HR-MS Data of Probe-2
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Scan B TIC=7539024 Base=25.2%F5 Hions=1404 RT=13
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Current Data Parameters
NAME napthylacetyl
EXPNO 15
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170110
Time 0.48 h
INSTRUM spect
PROBHD 2108618_0505 (
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
Ds 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.0894465 sec
RG 112.69
DW 62.400 usec
DE 6.50 usec
TE 299.9 K
D1 1.00000000 sec
TDO 1
SFO1 400.2604716 MHz
NUC1 1H
Pl 14.25 usec
PLW1 14.00000000 W
F2 - Processing parameters
ST
SF 400.2580414 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
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BC-NMR of Probe-3
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Scam 8 TIC=77B95E8 Base=24 9%FS Hione=1477 RT1=18
S{nS2
A 1038993
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Current Data Parameters

NAME napthylacetyl
EXPNO 16
PROCNO 1
F2 - Acquisition Parameters
Date_ 20170110
Time 1.19 h
INSTRUM spect.
PROBHD  2108618_0505 (
PULPROG “zgpg30
TD 65536
SOLVENT cDpCl3
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 112.69
bW 20.800 usec
DE 6.50 usec
TE 300.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6550186 MHz
NUC1 13C
Pl .80 usec
PLW1 58.00000000 W
SFO2 400.2596010 MHz
NUC2 1H
CPDPRG [2 waltz1l6
PCPD2 90.00 usec
PLW2 14.00000000 W
PLW12 0.35097000 W
PLW13 0.17654000 W
F2 - Processing parameters
sI 32768
SF 100.6449542 MHz
WoW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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I'H-NMR of Probe-4
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Current Data Parameters

NAME sal with n acetyl
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20170211
Time 10.36 h
INSTRUM spect
PROBHD 2108618_0505 (
PULPROG 2g30

TD 65536
SOLVENT CDC13

NS 16

DS 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.0894465 sec
RG 127.79

DW 62.400 usec
DE 6.50 usec
TE 298.9 K
D1 1.00000000 sec
TDO 1
SFO1 400.2604716 MHz
NUC1 1H

Pl 14.25 usec
PLW1 14.00000000 W
F2 - Processing parameters
ST 36

SF 400.2580000 MHz
WDW EM
SSB 0

LB 0.30 Hz
e .
| PC 1.00

1 0 ppm
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BC-NMR of Probe-4
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Current Data Parameters
NAME sal with n acetyl
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date 20170211
Time 11.06 h
INSTRUM spect
PROBHD 2108618_0505 (
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 199.6
bW 20.800 usec
DE 6.50 usec
TE 299.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6550186 MHz
NUC1 13C
Pl 9.80 usec
PLW1 58.00000000 W
SFO2 400.2596010 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 14.00000000 W
PLW12 0.35097000 W
PLW13 0.17654000 W
F2 - Processing parameters
ST 32768
SF 100.6449542 MHz
WDW EM
A " . . 5SB 0
y TRT—— — Wkt , oy 15 1.00 52
GB 0
PC 1.40
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Scan 7 TIC=F729584 Base=24 BZFS #ions=1430 RT=17
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HR-MS Data of proposed intermediate (Compound 5)
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Scan: 4 TIC=7HED008 Base=26.8%FS #Hions=1389 RAT=08
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