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PULSE SEQUENCE OBSERVE  H1, 359.8231815 DATA PROCESSING
Felax. delay 2.000 sec Line breadening 1.0 Hz H
Fulse 45.0 degrees | FT size 65536 ! Solvent: dmso
Acg. time 3.408 sec | Tetal time 1 minute | Ambient temperature
Width 9615.4 Hz H | operator: vnmrl
& repetitions File: 1-1H
| VHMRS-400 "Agilent-NMR"
13
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PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1.022 sec
Width 32051.3 Hz

2048 repetitions

OBSERVE C13, 100.5356212

DECOUPLE H1, 399.8251894
Power 3% dB
continuously en
WALTZ-16 modulated

| DATA PROCESSING

Line breadening 2.5 Hz

| FT size 65536
| Total time 6% minutes

1-13c

. Solvent: dmso

| Ambient temperature
| Operator: vnmrl

| File: 1-13C

| VNMRS-400

"Agilent-KHMR"
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PULSE SEQUENCE OBSERVE H1, 399.8231815 DATA PROCESSING
Relax. delay 2.000 sec Line broadening 1.0 Hz '
Pulse 45.0 degrees FT size 65536 Solvent: dmso
Acqg. time 3.408 sec Total time 1 minute Ambient temperature
Width $615.4 Hz Operator: vnarl
& repetitions File: 1A-1-1H
VHMRS-400 "Agilent-HMR"
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PULSE SEQUENCE OBSERVE C13, 100.5356212 DATA PROCESSING 1A-1-13C
FRelax. delay 1.000 sec DECOUPLE H1, 399.8251894 Line broadening 2.5 Hz
Pulse 45.0 degrees Power 39 dB FT size 65536 Solvent: dmso
Acq. time 1.022 sec continuously on Total time 26 minutes Ambient temperature
Width 32051.3 Hz WALTZ-16 modulated

Operator: vnmrl
File: 1A-1-13C
VHMRS-400 "Agilent-NMR"

778 repetitions




!H NMR of Compound of 6ab
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13C NMR of Compound of 6ab
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PULSE SEQUENCE OBSERVE C13, 100.5356212 | DATA PROCESSING
Relax. delay 1.000 sec DECOUPLE H1l, 399.8251894 ! Line breadening 2.5 Hz H
Pulse 45.0 degreas Power 3% dB | FT size 65536 ! Solvent: dmso

| ambient temperature
| Cparator: vnmrl
| VHMRS-400 "Agilent-HMR"

Acg. time 1.022 sec continucusly on | Total time 42 minutes
Width 32051.3 Hz WALTZ-16 modulated i
1272 repetitions




'H NMR of Compound o
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INSTRUM AVNeo 400 Naacbay
PROBED 2163735_0178 (

PULPROG zg30
D 32768
SOLVENT DMSO
- NH - %0
N bs 2
\N ~ SWH 8196.722 Hz
N H FIDRES 0.500288 3z
N AQ 1.9988480 sec
# RG 101
DW 61.000 usec
o DE 13.89 usec
TE 298.0 K
bl 2.00000000 sec
TDO 1
SFO1 400.5324733 MEHz
NUCL 18
PO 2.67 usec
PL 8.00 usec
PLW1 21.64200020 W
F2 - Processing pua::e:e:a
SI 5536
SF 400.5300000 MHz
WDHW EM
5SB o
1B 0.30 Hz
GB 0
PC 1.00
T T T T T T : . » . .
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'H NMR of Compound of 6ad
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PULSE SEQUENCE OBSERVE H1, 359%.8231828 Em’ﬂ\ PROCESSING

Relax. delay 2.000 sec
Pulse 45.0 degrees
Acq. time 3.408 sec
Width 4807.7 Hz

& repetitions

Line breadening 0.5 Hz
| FT size 32768
| Total time 1 minute

Solvent: dmso
| Anmbient temperature
| Cperater: IOE

;Filu:lE-l“
VHMRS-400 "Agilent-NMR"
13C NMR of Compound of 6ad
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PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1.022 sec
Width 32051.3 Hz

1024 repetitions

OBSERVE C13, 100.5356212

DECOUPLE Hl, 399.8251894
Power 3% dB
continucusly on
WALTZ-16 modulated

| DATA PROCESSING

! Line broadening 2.5 Hz
| FT size 65536

| Tetal time 34 minutes

| Selvent: dmso
| mmbient temperature
| operator: ICE
s




'H NMR of Compound of 6af
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.PU'L.SE SEQUENCE OBSERVE H1, 359.8231%03 DATA PROCESSING
Relax. delay 2.000 sec Line breadening 1.0 Hz
Pulse 45.0 degrees FT size 65536
Acqg. time 3.722 sec Total time 1 minute
Width 8802.8 Hz
8 repetitions
13
C NMR of Compound of 6af
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2c-1-1H

Solvent: dmso

Anbient temperature

Cperator: vnmrl

File: 2C-1-1H

VHMRS-400 "Agilent-HMR"
INSTRUM AVNeo 400 Wanobay
PROBHD 2163739 0178 |
FPULPROG z2gpgi0
™ 32768
SOLVENT oMED
i 3000
oS 4

23B09.523 Az
FIDRES 1.453218 Hz
0.6881280 sec

RG 101
L 21.000 usec
DE 6.50 usac
TE 298.0 K
o1 2.00000000 sec
D1l 0.03000000 sec
DO 1
SFOL 100.7234159 HHz
HUC1 13c
PO 2.67 usec
Pl 8.00 uses
PLHL 50. 91000366 W
SFO2 400.5316021 MHz
wuc2 m
CPOPRG(2 waltz65
PCPDZ 30.00 usec
PLHZ 21.64200020 W
PLH12 0.17100000 W
PLH13 0.0B587700 W

F2 - Processing parameters
sI 3276

SF 100.7133486 MHz
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!H NMR of Compound of 6ag
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'H NMR of Compound of 6ai
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!H NMR of Compound of 4b
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FULSE SEQUENCE OBSERVE H1l, 355.8231815 DATA PROCESSING
Relax. delay 2.000 sec ! Line breadening 1.0 Hz ' '
Fulse 45.0 degreas | FT size 65536 | Solvent: dmso
Acg. time 3.408 sec | Tetal time 1 minute H | Aambient temperature
Width 9615.4 Hz H H | gperator: vmmrl
& repetitions File: 2-1H
i i | VHMRS-400 "Agilent-HMR"
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PULSE SEQUENCE OBSERVE C13, 100.5356212 | DATA PROCESSING
Relax. delay 1.000 sec DECOUFLE H1, 395.8251854 ! Line breadening 2.5 Hz H :
Pulse 45.0 degrees Power 3% dB | FT size 65536 i ! Selvent: dmso
Acg. time 1.022 sec continuously on | Tetal time 24 minutes H | Ambient temperature
Width 32051.3 Hz WALTZ-16 modulated H . | Operater: vnmrl
722 repetitions ; i | File: 2-13¢

| VHMRS-400 "Agilent-KMR"
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'H NMR of Compound of 6bb
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PULSE SEQUENCE OBSERVE  HL, 3599.8231815 | DATA PROCESSING
Relax. delay 2.000 sec Line breadening 1.0 Hz '
Pulse 45.0 degrees | FT size 65536 ! Solvent: dmso
Acq. time 3.408 sec | Total time 1 minute i | Ambient temperature
Width 9615.4 Hz i H | Operator: vnmrl
& repetitions i | VNMRS-400 "Agilent-HMR"
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FULSE SEQUENCE OBSERVE C13, 100.5356212 ! DATA PROCESSING
Relax. delay 1.000 sec DECOUPLE H1, 395 8251894 | Line breadening 2.5 Hz 1 : |
Pulse 45.0 degrees Power 35 dB | FT size 65536 i | Selvent: dmso |
Acg. time 1.022 sec continuously on | Total time 42 minutes | Ambient temperature
Width 32081.3 Hz WALTZ-16 modulated i i | operater: vnmri
1272 repetitions H H

| VNMRS=400 "Agilent-HMR"
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'H NMR of Compound of 6bc
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PULSE SEQUENCE OBSERVE H1, 399.8231815 DATA PROCESSING
Relax. delay 2.000 sec Line broadening 1.0 Hz i
Pulse 45.0 degrees FT size 65536 Solvent: dmso
Acg. time 3.408 sec Tetal time 1 minute Ambient temperature
Width 9615.4 Hz Operator: vnmri
8 repetitions File: 2D-1-1H
VHMRS-400 "Agilent-HMR"
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PULSE SEQUENCE OBSERVE Cl13, 100.5356212 DATA PROCESSING
Relax. delay 1.000 sec DECOUPLE H1, 399.8251894 Line broadening 2.5 Hz i
Pulse 45.0 degrees Power 39 dB FT size 65536 Solvent: dmso
Acg. time 1.022 sec continuously on Total time 34 minutes Ambient temperature
Width 32051.3 Hz WALTZ-16 modulated Operator: vnmrl
1024 repetiticns File: 2D-1-13C

VNMRS=400 "Agilent-HMR"
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!H NMR of Compound of 6be
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FULSE SEQUENCE OBSERVE  H1, 39%.8231815 :DATJ\ PROCESSING
Relax. delay 2.000 sec Line broadesning 1.0 Hz |
Pulse 45.0 degrees | FT size 65536 Solvent: dmsc |
Acqg. time 3.408 sec | Tetal time 1 minute Ambient temperature |
Width 9615.4 Hz . Operator: vnmrl
8 repetitions File: ZA-1-1H
VEMRS-400 "Agilent-HMR"
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FPULSE SEQUENCE OBSERVE C13, 100.5356212 | DATA PROCESSING
Relax. delay 1.000 sec DECOUPLE HL, 399.8251894 Line breadening 2.5 Hz :
Pulse 45.0 degrees Power 3% dB FT size 65536 | Selvent: dmso
Acqg. time 1.022 sec continucusly on ‘otal time 34 minutes | Aambient temperature
Width 32051.3 Hz WALTZ-16 modulated | Operater: vnmrl
1010 repetitiens { File: 2A-1-13C
| VHMRS-400 "Agilent-KMR"
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!H NMR of Compound of 6bf
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.PU'LSE SEQUENCE OBSERVE H1, 359.82315%03

Relax. delay 2.000 sec
Pulse 45.0 degrees
Acqg. time 3.722 sec
Width 8802.8 Hz
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!H NMR of Compound of 6bg
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DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536

Tetal time 1 minute
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Solvent: dmso

Ambient temperature
Cperator: vmmrl

File: 2C-1-1H

VHMRES-400 "RAgilent-NMR"

ANFTRUM  AVHeo 400 Nanobay

PROBED  Z163739_0827 (
PULPROG 2530

™ 32768
SOLVENT DMSO

Ha i§

b3 2
EWH B196.722 Hx
FIDRES 0.500288 Hx
AQ 1.5388480 sec
RG 101

oW 61.000 use
DE 13.85 use
TE 300.4 K
Dl 2.00000000 sec
™0

SFO1 400,5324733 HHz
WOC1 1B

PO 2.67 usa
Pl 8.00 usa
PLN1 22.26600075 W
F2 - Procesaing paramaters
s8I 65536

57 400.5300000 MHz
WO EN
S3B ]

LR 0.30 Hz
GB o

P 1.00
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13C NMR of Compound of 6bg

44.570

40.643

40.434
226
17
809
]
392
863

= 100.543
58.056
55.647
40
40
39

39
39
—12

%

3 2048
o8 i
e 23405.533 Bx
/-._NH FIORES LA53218 N
il A 0601100 mme
L) 101
. : ﬁiﬁn b
N™ N \I ™= 300.6 K
[ 2.00000000 sso
Bl

8.03000000 sec
1

100 7234159 iz
13c

FE

1.67 usas
3,00 uses
9. 40299988 W
mﬁ.”l‘ﬂ:l L]
n

£ waltss
33, 24600473 W
017592993 W
o.08R4NRC0 W

T

= Procsssing paTsmstsrs
3ITER
L00.TLIMAE MEx
=

o
1.00 Hx
L]

||||1M| | |

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

zeEggans

INSTRUM AVHeo 400 Nanobay

PROBED  Z163739_0827 (
PULPROG 30
,’F_NH ™ 32958
N _J\ SOLVENT buso
~ Hs 16
N™ =N s 2
H SHR 8196,722 He
FIDRES 0.500288 Hx
= N AQ 1.9538430 aec
RG 0
oW £1.000 usec
~ 0 bE 13.89 usec
o Cl = 2931 K
ol 2.00000000 see
00 1
srol 400.5324733 MHz
Nucl 1R
B0 2.67 usea
rl 8.00 usec
PLWL 22.26600075 W
F2 - Processing parameters
81 5536
sF 400,5300000 MHE
WOW EM
'a s3B []
sl ~———

1B 0.30 Hz
GB 0
PC

1.00

15



13C NMR of Compound of 6bh
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13C NMR of Compound of 6bi
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FULSE SEQUENCE COBSERVE
Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 3.408 sec

Width 615.4 Hz

8 repetitions

H1, 399.8231%03

DATA PROCESSING

Line breadening 0.5 Hz
FT size 65536

Total time 1 minute

0.93

1
0 ppm

2.478

Solvent: dmso

Ambient temperature
Operator: IOE

File: 3-1H

VHMRE-400 "Agilent-NMR"
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13C NMR of Compound of 4c
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FULSE SEQUENCE COBSERVE Cl3, 100.5356212 | DATA PROCESSING
Relax. delay 1.000 sec DECOUPLE Hl, 399.8251894 | Line broadening 2.5 Hz i
Pulse 45.0 degrees Power 39 dB | FT size 65536 ! Selvent: dmso
Reog. time 1.022 sec continuously en | Tetal time 49 minutes | Ambient temperature
Width 32051.3 Hz WALTZ-16 modulated ' Cperator: IOE
1462 repetitions File: 3-13C
| VHMRS-400 "Agilent-KMR"
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FULSE SEQUENCE OBSERVE  H1, 3%5.8231815 EMTA PROCESSING
Felax. delay 2.000 sec Line breadening 1.0 Hz H
Pulse 45.0 degrees | FT size 65536 | Solvent: dmso
Acqg. time 3.408 sec | Total time 1 minute | Ambient temperature
Width 9615.4 Hz : | Operator: vnmrl
& repetitions | File: 3B1-1H
Ems-lﬂﬂ "Agilent-HMR"
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13C NMR of Compound of 6¢b
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PULSE SEQUENCE OBSERVE C13, 100.5356212 | DATA PROCESSING
Relax. delay 1.000 sec DECOUFLE H1, 399.8251894 | Line broadening 2.5 Hz
Pulse 45.0 degrees Pawer 39 4B | PT size 65536
Aeq. time 1.022 sec continucusly en | Total time 33 minutes | Selvent: dmse
Width 32051.3 Hz WALTZ-16 modulated : i Ambient temperature
380 zepetitions ' $ Operator: vnmrl
i i File: 3B1-13C
: i i VNMRS-400  "Agilent-NMR"
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PULSE SEQUENCE OBSERVE  H1, 399.8231823 | DATA PROCESSING
Relax. delay 2.000 sec Line breadening 0.5 Hz 1
Pulse 45.0 degre | FT size 32768 | Solvent: dmsc
Acq. time 3.408 sec | Total time 1 minute | Ambient tempezature
Width 4807.7 Hz | operator: ICE
16 repetitions | File: 3D-1-1H
EmS-IDU "Agilent-KMR"
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13C NMR of Compound of 6¢cc
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Pulse 45.0 degreas Powar 3% dB FT size 65536
Acg. time 1.022 sec continuously on Total time 65 minutes H
Width 32051.3 Hz WALTZ-16 modulated | Solvent: dmso
2048 repetitions | ambient temperature
| Operater: IOE
{ File: 3p-1-13¢ |
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PULSE SEQUENCE OUBSERVE HL, 399.8231%03 DATA PROCESSING

Relax. delay 2.000 sec
Pulse 45.0 degrees
Acg. time 3.722 sec
Width 8802.8 Hz

& repetitions

Line broadening 1.0 Hz
FT size 65536
Total time 1 minute

Selvent: dmso

Ambient temperature
Operator: vnmrl

File: 3A-1-1H

VHMRS-400 "Agilent-HMR"
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13C NMR of Compound of 6ce
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Width 32051.3 Hz WALTZ-16 modulated : | operater: vmmrl
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!H NMR of Compound of 6cg
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!H NMR of Compound of 6ch
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'H NMR of Compound of 6ci
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