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'H NMR (300MHz, CDCI3) spectrum of chalcone isatin 9a
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NAME PR-CP-SPIROBROMO
EXPNO 2
PROCNO 1
Date_ 20191203
Time 18.26
INSTRUM spect
PROBHD § mm DUL 13C-1

Br PULPROG zgpg30

SOLVENT cDci3
NS
DS 4
SWH 17986.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 14596.5
DW 27.800 usec

(o] DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
Do

o N T 1
V\N\/ ======== CHANNEL 1 =====—==

N=n/ NUC1 13C

=N P1 10.68 usec
PL1 0.00 dB

9a PLIW  31.39858065 W

SFO1 78.4762963 MHz
======== CHANNEL f2 ========
CPDPRG2  waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 16.48 dB
PL13

16.00 dB
PL2W 13.28156662 W
PL12W 0.28870972 W
PL13W 0.26500207 W
SFO2 300.1312005 MHz
sl 768
SF 75.4877490 MHz
WDW EM

SSB 0
LB 1.00 Hz
GB [}
PC 1.40
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13C NMR (CDCl;, 75MHz) spectrum of chalcone isatin 9a
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NAME PR-CP-PO2
4

EXPNO

PROCNO 1

Date_ 20160702

Time 11.48

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG zg30
Br

SOLVENT cDeci

NS

DS 2

SWH 6172.839 Hz

FIDRES 0.094180 Hz

AQ 5.3084660 sec

RG 90.5

DW 81.000 usec

DE 6.00 usec

TE .

D1 1.00000000 sec

TDO 1

======== CHANNEL f{ s========

NUC1 1H

P1 12.45 usec

PL1 0.00 dB

SFO1 300.1318534 MHz

] 32768

SF 300.1300034 MHz

wDw EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
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'H NMR (300MHz, CDCI13) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12a
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NAME PR-CP-PO2
3

EXPNO

PROCNO 1
Date_ 20160702
Time 11.38
INSTRUM S|

PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
5536

SOLVENT CDCI3
NS

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 10321.3

DW 27.800 usec
‘DE 6.00 usec
TE 300.0 K

D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1

NUC1 13C

P1 9.63 usec

PL1 0.00 dB

SFO1 75.4752953 MHz
======== CHANNEL f2 ===
CPDPRG2 waltz16
NuC2 1H

PCPD2 80.00 usec
PL2 0.00 dB

PL12 16.16 dB
PL13 16.00 dB

SFO2 300.1312005 MHz
Si 32768

SF 75.4677499 MHz
wDw EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

13C NMR (CDCl;, 75MHz) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12a
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NAME PR-CP-PO2
EXPNO 2
PROCNO 1
Date_ 20160702
Time 5.07
INSTRUM S|
PROBHD § mm DUL 13C-1
PULPROG dept135
D 65536
SOLVENT cDCI3
NS 2000
DS
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
N=N ) RG 16384
~ ‘N DW 27.800 usec
DE 6.00 usec
12a TE 300.0 K
CNST2  145.0000000
s D1 2.00000000 sec
: d2 0.00344828 sec
d12 0.00002000 sec
1 DELTA 0.00001226 sec
- TDO 1
I ======== CHANNEL f1 ========
NUC1 13C
P1 9.63 usec
g{ 19.26 usec
1 0.00 dB
SFO1 75.4752953 MHz
======== CHANNEL f2 s=======
CPDPRG2 waltz16
Nuc2 1H
P3 12.45 usec
Fé 24.90 usec
PD2 80.00 usec
PL2 0.00 dB
PL12 16.16 dB
SFO2 300.1312006 MHz
sl 32768
SF 75.4677490 MHz
wDw EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Spiropyrrolidine -oxindole grdﬂédiﬁiacrocycle 12a
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NAME PR-CP-PO3
1

EXPNO

PROCNO 1
Date_ 20160716
Time 1.24
INSTRUM spect
PROBHD § mm DUL 13C-1
PULPROG 2930
D 65536
SOLVENT cDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094180 Hz
AQ 5.3084660 sec
RG 90.5

bW 81.000 usec
DE 6.00 usec

TE 300.0 K

D1 1.00000000 sec
TDO 1
s======= CHANNEL f{ ========
NUC1 1H

P1 12.45 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
S| 32768

SF 300.1300031 MHz
WDW EM

SsB 0

LB 0.30 Hz

GB 0

PC 1.00
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TH NMR (300MHz, CDCI3) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12b
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| Current Data Parameters
; \ | NAME PR-CP-PO3
EXPNO 3
PROCNO i
F2 - Acquisition Parameters
Date 20160716
Time 11.56
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
™D 65536
SOLVENT CDC13
NS 7749
Ds 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 1824.6
DW 27.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
12b TDO 3
CHANNEL f1
NUC1 13
Pl 9.63 usec
PL1 0.00 dB
SFOl 75.4752953 MHz
======== CHANNEL f2
CPDPRG2 waltzlé
NUCc2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 16.16 4B
PL13 16.00 4B
g SFO2 300.1312005 MH=z
F2 - Processing parameters
J ‘ i “ ' ST 32768
l [ SF 75.4677499 MH=z
= . WDW EM
SSB 0
I I d | I I T I I T I T : LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 Ppm g " 48

13C NMR (CDCl;, 75MHz) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12b
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Current Data Parameters

NAME PR-CP-PO3
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20160716

Time 3.33
INSTRUM spect
PROBHD S5 mm DUL 13C-1
PULPROG deptl135

TD 65536
SOLVENT CDC13

NS 2000

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384

DW 27.800 usec
DE 6.00 usec
TE 300.0 K
CNST2 145.0000000

D1 2.00000000 sec
dz 0.00344828 sec
diz 0.00002000 sec
DELTA 0.00001226 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C

Pl 9.63 usec
p2 19.26 usec
PL1 0.00 dB
SFO1 75.4752953 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé

NUC2 1H

P3 12.45 usec
pd 24.90 usec
PCPD2 80.00 usec
PL2 0.00 dB
PL12 16.16 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI1 32768

SF 75.4677490 MHz
WDW

5SB 0

LB 1.00 Hz
GB Q0

PC 1.40

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12b
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NAME PR-CP-PO6
o] 4

PROCNO 1
Date_ 20160903

Time 1.41
INSTRUM s

PROBHD 5 mm DUL 13C-1
PULPROG zg30

NS

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 80.6

DW 81.000 usec
DE 6.00 usec

TE 300.0 K

D1 1,00000000 sec
TDO 1
==msssss CHANNEL 1 ========
NUC1 1H

P1 12.45 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
sl 32768

SF 300.1300019 MHz
wbw EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

'H NMR (300MHz, CDCI3) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12¢
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Current Data Parameters

NAME PR-CP-PO6
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20160903
Time 11.38
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 000

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 10321.3

DwW 27.800 usec
DE 6.00 usec
TE 300.0K

D1 2.00000000 sec

d11 0.03000000 sec

DELTA 1.89999998 sec
TDO 1

======== CHANNEL f{ ========
NUC1 13C

P1 9.63 usec

PL1 0.00dB

SFO1 75.4752953 MHz
======== CHANNEL 2 ========
CPDPRG2 waltz16
NucC2 1H

PCPD2 80.00 usec
PL2 0.00 dB

PL12 16.16 dB

PL13 16.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
Si 32768

SF 75.4677494 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

13C NMR (CDCl;3, 75MHz) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12¢



Current Data Parameters
NAME PR-CP-PO6
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20160903

Time 2.58

INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135

TD 65536
SOLVENT CDCI3
NS 2000
DS 4
12C SWH 17985.611 Hz

FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG : 16384
DW 27.800 usec

| ‘ DE 6.00 usec

L TE 300.0 K
CNST2  145.0000000
D1 2.00000000 sec
d2 0.00344828 sec

d12 0.00002000 sec
DELTA 0.00001226 sec

TDO 1

======== CHANNEL f1 ========
NUC1 13C

P1 9.63 usec

p2 19.26 usec

PL1 0.00 dB
SFO1 75.4752953 MHz

======== CHANNEL {2 ========
CPDPRG2 waltz16

NUC2 1H

P3 12.45 usec
p4 24,90 usec
PCPD2 80.00 usec
PL2 0.00 dB
PL12 16.16 dB

SFO2 300.1312005 MHz

’ F2 - Processing parameters
' ! J T T J sl 32768

T | g T T I
200 180 160 140 120 100 80 60 40 20 0 ppm SF 75.4677490 MHz
wDW EM

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12¢
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7.237
7.223
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7.207
7.043
7.019
6.995
6.971
6.906
6.881
6.856
6.829
6.806
6.733
6.704
6.581
6.555
5.427
5.393
5.285
5.262
5.123
5.089
4.877
4 567
4.563
4.540
4.521
4.495
4 484
4.460
3.958
3.930
3.922
3.894
3.770
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NAME PR-CP-P08
2

EXPNO

PROCNO 1

Date 20161028

Time 19.00

INSTRUM spect

PROBHD $mm DUL 13C-1

PULPROG zg30

SOLVENT cpcis

NS 15

DS 2

SWH 6172.839 Hz

FIDRES 0.094180 Hz

AQ 5.30846E0 sec

RG 114

bW 81.000 usec

DE 6.00 usec

TE 300.0 K

01 1.0000000C sec

TDO 1

======== CHANNEL 11 s=====z==

NUC1 iH

P1 12.45 usec

PL1 0.00 dB

SFO1 300.1318534 MHz

sl 32768

SF 300.1300041 MHz

wbw EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
MNLWU WY |

1 10

w
(= -]
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©
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'H NMR (300MHz, CDCI3) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12d
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128.25
127.10
126.50
126.43
125.88
122.69
121.06
113.21
112.49
106.72
77.46
77.04
76.62
73.96
62.34
60.05
55.38
52.25
48.98
45.32
39.83
34.59

—198.92
178.35
162.84
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NAME PR-CP-P08
2

EXPNO

PROCNO 1
Date_ 20161025
Time 20.08
INSTRUM 5|

PROBHD § mm DUL 13C-1
PULPROG zgpg30
T

D 65536
SOLVENT CDCI3
NS 657

DS

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 1280.2

Dw 27.800 usec
DE 6.50 usec
IE 300.0 K

D1 2.00000000 sec
D11 0.03000000 sec
DO 1

T
======== CHANNEL f1 ========
NUCc1 13C

P1 9.63 usec

PL1 0.00 dB

PL1W 31.39858055 W
SFO1 75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 0.00 dB

PL12 16.16 dB

PL13 16.00 dB

PL2W 10.54992294 W
PL12W 0.25541672 W
PL13W 0.26600207 W
SFO2 300.1312005 MHz

S| 32768
SF 75.4677490 MHz
wbw EM

| SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T I T I I T ) T ! I I J T | T
200 180 160 140 120 100 80 60 40 20 0  ppm

13C NMR (CDCl;, 75MHz) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12d
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Current Data Parameters
NAME PR-CP-P08
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
61028

Date_

Time 18.53
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135
D 65536
SOLVENT cDCI3
NS 256

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384

DwW 27.800 usec
DE 6.00 usec
TE 300.0 K
CNST2 145.0000000

D1 2.00000000 sec
d2 0.00344828 sec
d12 0.00002000 sec

DELTA 0.00001226 sec
TDO 1
= CHANNEL f ========
13C
9.63 usec
19.26 usec
0.00 dB
75.4752953 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUc2 1H
P3 12.45 usec
g‘ 24.90 usec
'CPD2 80.00 usec
PL2 0.00 dB

PL12 16.16 dB
SFO2 300.1312005 MHz

F2 - Processing parameters
32768

Si

SF 75.4677490 MHz
wDw EM

SsSB 0

LB 1.00 Hz

GB 0

PC 1.40

13C (DEPT135) NMR (CDCl;, 7SMHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12d
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Current Data Parameters

NAME PR-CP-PO1
EXPNO 4
PROCNO ' 1
F2 - Acquisition Parameters
Date 20160605
Time 10.14
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CcDC13
NS 16
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 128
DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
12e
=== CHANNEL f1
NuC1l 1H
Pl 12.45 usec
PL1 0.00 4B
SFol 300.1318534 MHz
F2 - Processing parameters
SI 32768
SF 300.1300043 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
me 1.00
I R PR i ke T T T e | R ] L i T T ]
11 10 9 8 7 6 5 4 3 2 1 0 ppm
| i | | { ] L |
- WS ) 1\{' t\‘\ \/\ I‘/! L A "
1O iN!{"l‘h’}‘CD‘O: AG)‘OiN (")IHJH =~ O
Q1 ool [ i [N o
Al ool ol e |t et et] [l IH"H i [nlm

'H NMR (300MHz, CDCI3) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12e
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Current Data Parameters
NAME PR-CP-PO1
. . Y - EXPNO “ 3
PROCNO q
F2 - Acquisition Parameters
Date 20160605
Time 10.11
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG - zgpg30
TD 65536
SOLVENT CDC13
NS 8000
Ds 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 2298.8
DW 27.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dii 0.03000000 sec
DELTA 1.89999998 sec
12e "’-"° 4
NucCl 13c
Pl 9.63 usec
PL1 0.00 dB
SFOl 75.4752953 MHz
CPDPRG2 waltzlé
NuUC2 1H
PCPD2 80.00 usec
PL2 0.00 4B
PL12 16.16 dB
PL13 16.00 dB
SFo2 300.1312005 MHz
F2 - Processing parameters
l l ' SI 32768
| | | | y SF 75.4677491 MHz
] s " A |5 ke WDW EM
s = SsB 0
[ ] I T I ] I T I I 8 1.00 Hz
200 180 160 140 120 100 80 60 40 20 ppm GB 0
PC 1.40

13C NMR (CDCl;, 75MHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12e
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Current Data Parameters
PR-CP-P01
EXPNO 2
: A PROCNO 1
F2 - Acquisition Parameters
Date_ 20160605
Time 1.32
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG deptl135
TD 65536
SOLVENT CDC13
NS 2000
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
ADQ 1.8219508 sec
RG 16384
DW 27.800 usec
12e DE 6.00 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
dz2 0.00344828 sec
di2 0.00002000 sec
- PO R " S " DELTA 0.00001226 sec
TDO 1
CHANNEL f1
NUC1 13C
Pl 9.63 usec
p2 19.26 usec
PL1 0.00 dB
SFO1 75.4752953 MHz
=====—= CHANNEL f2
CPDPRG2 waltzlé
Nuc2 1H
P3 12.45 usec
pd 24.90 usec
PCPD2 80.00 usec
PL2 0.00 dB
PL12 16.16 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768
SF 75.4677490 MHz
WDW EM
" — e e EE = S e i SR 0
5 : LB 1.00 Hz
200 180 160 140 120 100 80 60 40 20 0 Ppm cs 0
PC 1.40

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12e
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NAME PR-CP-P11
EXPNO 4
PROCNO 1
Date_ 20190816
Time 22 13
INSTRUM E
PROBHD §mm UL 13C-1
PULPROG zg30
SOLVENT cDCI3
NS
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 228.1
DW B1.000 usec
DE 6.50 usec
TE 3000 K
D1 1.00000000 sec
TDO 1
= CHANNEL [1 ========
1H
P1 12.00 usec
12f PL1 -1.00 dB
PLIW 13.28156662 W
SFO1 300.1318534 MHz

Sl 32768
SF 300.1300084 MHz
wDw EM
SSB 0
LB 030 Hz
GB 0
PC 1.00
i !
|
I
i w\MJJJ QLMIL__-JWJUIJM N LLL_/\JJ Lf‘\ " \__L__
T - s T T T T
10 9 7 6 5 4 1 0 ppm

T
8 3
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3.00
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'H NMR (300MHz, CDCI3) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12f



—205.20

178.04
158.39
156.18

N . T ———— Vg

144.68

143.82
134.11
133.24
131.17
129.10
128.39
128.30
127.14

126.84

126.50
126.36
126.00
123.08

121.16
121.10

112.75

112.05

S19

106.37
77.47
77.05
76.62
73.36

o
i
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59.35
58.99
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34.31

BRUKER

NAME PR-CPP11
EXPNO 5
PROCNO 1
Date_ 20190819
Time 9.09
INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG 2gpg30
65536
SOLVENT coci3
NS 0
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 4597.6
DW 27.800 usec
DE 6.50 usec
TE 3000 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL (1 ========
NUCH1 13C
P1 10.68 usec
PL1 .00 dB
PLIW 31.39858055 W
12f SFO1 75.4752953 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL13 16.00 dB
PL2W 13.28156662 W
PL12W 0.29870972 W
PLA3W 0.26500207 W
SFO2 300.1312005 MHz
Sl 32768
SF 75.4677412 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
L PC 1.40
T 1) AL
I T T T T I K T I T I T
200 180 160 140 120 100 80 60 40 20 0 ppm

C NMR (CDCl3,7SMHz) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12f
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e N/ T
EXPNO 3
PROCNO 1
Date_ 20190816
Time 22.10
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135
TD 65536
SOLVENT cDcCI3
NS 1200
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 23170.5
ow 27.800 usec
DE 6.50 usec
TE J00.0 K
CNST2 145.0000000
12f D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
L Ll - o
. ‘|_‘ " a— CHANNEL f" ========
I ] r NUC1 13C
P1 10.68 usec
P2 21.36 usec
PL1 0.00 dB

PLIW 31.39858055 W
SFO1 75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2 waltz16

Nucz 1H

P3 12.00 usec

P4 24.00 usec

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL2ZW 13.28156662 W
PL12ZW 0.29870972 W
SFO2 300.1312005 MHz

S| 32768

SF 75.4677417 MHz
wDw EM

ssB 0

LB 1.00 Hz

GB

PC 1.40

T y T T T T T . T T T " T v T Y
200 180 160 140 120 100 80 60 40 20 (I) ppm

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12f
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BRUKER

Current Data Parameters
NAME PR-CP-PO7

EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20161001

Time 10.42
INSTRUM sgect
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65636
SOLVENT cDCI3

NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 181

DwW 81.000 usec
DE 6.00 usec

TE 300.0 K

D1 1.00000000 sec

T 1

======== CHANNEL f{ ========
NUC1 1H

P1 12.45 usec

PL1 0.00 dB

SFO1 300.1318534 MHz
F2 - Processing parameters
S| :IZTGga

SF 300.1300042 MHz

wbw EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

e P e e e A e [ P
8 7 6 5 4 3
‘-éco/éhwoov ocHom%mNmmo )
Qe9 ¥ |®Ng g 00 Q80000 <
—lacNc N~ oo v v v cv v o|c~ ]

'TH NMR (300MHz, CDCI13) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12g
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NI V4

J

A

73.78
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60.22
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Current Data Parameters
NAME PR-CP-PO7
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20161001

Time 24
INSTRUM spect
PROBHD 5 mm DUL 13C-1

PULPROG zgpg30
SOLVENT CDCI3
NS

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 4597.6

DW 27.800 usec
DE 6.00 usec
TE 3000K

D1 2.00000000 sec

d11 0.03000000 sec

DELTA 1.89999998 sec

TDO 1

s======= CHANNEL f1 s=======
NUC1 13C

P1 9.63 usec

PL1 0.00 dB

SFO1 75.4752953 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 0.00 dB

PL12 16.16 dB

PL13 16.0

0 dB
SFO2 300.1312005 MHz

F2 - Processing parameters

sl 32768

SF 75.4677486 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

C NMR (CDCl3,7SMHz) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12g
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\\\/‘//// \\ \1/ // Current Data Parameters
NAME PR-CP-P07
EXPNO 4

PROCNO 1

F2 - Acquisition Parameters
Date_ 1001

Time 10.39
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135

TD 65536
SOLVENT CDCI3
3000

4
SWH 17985.611 Hz
FIDRES 0.274439 Hz

AQ 1.8219508 sec
12 RG 16384
g DW 27.800 usec
I 9 DE 6.00 usec
| TE 300.0 K
[ CNST2  145.0000000
L > . D1 2.00000000 sec
d2 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00001226 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.63 usec
p2 19,26 usec
PL1 0.00 dB
SFO1 76.4752953 MHz
======== CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
P3 12.45 usec
p4 24.90 usec
PCPD2 80.00 usec
PL2 0.00 dB

PL12 16.16 dB
SFO2 300.1312005 MHz

F2 - Processing parameters
sl 32768

SF 75.4677496 MHz
wow EM
SSB 0
LB 1.00 Hz
I i T T T ' T T GB 0
PC 1.40

i T == T T '
200 180 160 140 120 100 80 60 40 20 0 ppm

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12g
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NAME PR-CI;-POAt

EXPNO

PROCNO 1
Date_ 20160731
Time 11.36
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 181

DW 81.000 usec
DE 6.00 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1

PL1 0.00 dB

SFO1 300.1318534 MHz
Si 32768

SF 300.1300057 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

] R, T T T [rrrTT  E = T T | RS Rt 2 T Ty T

12 11 10 9 8 7 6 5
ﬁﬁm% J%‘lj%"’l‘-ﬂ w0 *
SN=8§E8| [288[]|[8=8 [8
TN N - N~ ||| L]

'H NMR (300MHz, CDCI3) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12h
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12h

T T T
200 180 160

inne.

Current Data Parameters

NAME PR-CP-PO4
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters

Date 20160731

Time 11.33
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30

™D 65536
SOLVENT CDC13

NS 6000

Ds -

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 912.3

DW 27.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL f]l ========
NUC1l 13cC

Pl 9.63 usec
PL1 0.00 dB
SFOl 75.4752953 MHz
=== CHANNEL £f2 ==
CPDPRG2 waltzlé
Nuc2 1H
PCPD2 B80.00 usec
PL2 0.00 dB
PL12 16.16 dB
PL13 16.00 dB
SFO2 300.1312005 MH=z
F2 - Processing parameters
SI 32768

SF 75.4677479 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

13C NMR (CDCl;, 75MHz) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12g
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Current Data Parameters

NAME PR-CP-PO4
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20160731

Time 5.03
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135

TD 65536
SOLVENT CDC13

NS 1500

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384

DW 27.800 usec
DE 6.00 usec
TE 300.0 K
CNST2 145.0000000

D1 2.00000000 sec
d2 0.00344828 sec
di2 0.00002000 sec
DELTA 0.00001226 sec
TDO 1
======== CHANNEL f1

NUC1 13C

Pl 9.63 usec
p2 19.26 usec
PL1 0.00 dB
SFO1 75.4752953 MHz
====—=——= CHANNEL f2

CPDPRG2 waltzlé
Nuc2 1H

P3 12.45 usec
p4 24.90 usec
PCPD2 80.00 usec
PL2 0.00 dB
PL12 16.16 dB
SF02 300.1312005 MHz
F2 - Processing parameters
SI 32768

SF 75.4677490 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 4]

PC 1.40

C (DEPT135) NMR (CDCl;, 7SMHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12h
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NAME PR-CP-P09
4

EXPNO

PROCNO 1
Date_ 20161229
Time 11.42
INSTRUM §|
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 6553
SOLVENT cDci3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz

AQ 5.3084660 sec
RG 406.4

Dw 81.000 usec
DE 6.00 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1

======== CHANNEL f{ ======
NUC1 1H
P1 12.45 usec
PL1 .00 dB
12i SFO1 300.1318534 MHz

! Sl 32768
SF 300.1300054 MHz
wDw EM
SSB 0
LB 0.30 Hz
GB 0

PC 1.00

9 8 7 6 5 4 3 2
seERsTERERR ey
] P R P e e =

'H NMR (300MHz, CDCI3) spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12i
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| i [ Current Data Parameters
NAME PR-CP-P09
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161229
Time 3.32
INSTRUM spect

PROBHD 5 mm DUL 13C-1
PULPROG dgp!135

TD 6553
SOLVENT CDCI3
NS 2000

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384

DW 27.800 usec
DE 6.00 usec
TE 300.0 K
CNST2 145.0000000
D1 2.,00000000 sec
d2 0.00344828 sec

d12 0.00002000 sec
DELTA 0.00001226 sec
1

TDO

sz====== CHANNEL f{ ====1
NUC1 13C

P1 9.63 usec

p2 19.26 usec

PL1 0.00 dB

SFO1 75.4752953 MHz

======== CHANNEL 2 st===
CPDPRG2 waltzis
U 1H

NUC2

P3 12.45 usec
p4 24.90 usec
PCPD2 80.00 usec
PL2 0.00 dB
PL12 16.16 dB

SFO02 300.1312065 MKz

I ' I ! T g 1 r 1 ' I K T 1 v T — > gf-Pmcessing parameters

200 180 160 140 120 100 80 60 40 20 0

32768
ppPm s 75.4677490 Mz
wow EM

4

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Spiropyrrolidine -oxindole grafted macrocycle 12i
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NAME PRC$?P4

EXPNO
PROCNO 1
Date_ 20180512
Time 12.29
INSTRUM S|
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT cpCi3
NS 16

2
SWH 6172,839 Hz
FIDRES 0.0941580 Hz
AQ 5.30B4660 sec
RG 128
DW 81.000 usec
DE 6,50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
= == CHANNEL f{ ========
NUC1 1H
P1 12.00 usec

PL1 -1.00 dB

PLIW 13.28156662 W
SFO1 300.1318534 MHz
Sl 32768

SF 300.1300062 MHz
WDW EM

S5B 0

LB 0.30 Hz
GB 0
PC 1.00

l \ | Al T T A | e |

11 10 9 3 2 1 0 ppm

1 R

'H NMR (300MHz, CDCI3) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16a
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NAME PR-CP-PP4
EXPNO 3
PROCNO 1
Date_ 20180512
Time 22.54
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
D 5536
SOLVENT CcDCI3
NS 8000
Ds
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 1625.5
Dw 27.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========x
NUC1 13C
P1 10.68 usec
PL1 0.00 dB
PLIW 31.39858055 W
SFO1 75.4752953 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL13 16.00 dB
PL2W 13.28156662 W
PL12W 0.29870972 W
PL13W 0.26500207 W
SFO2 300.1312005 MHz
Sl 32768
SF 75.4677490 MHz
wbw EM
SSB 0
LB 1.00 Hz
GB 0
‘ fJ H ' J i h
| L] NN )
I T T L T T ! T I T T I I -
200 180 160 140 120 100 80 60 40 20 0 ppm

13C NMR (CDCl;,75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16a
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NAME PR-CP-PP4
EXPNO 2
PROCNO
Date_ 20180512
Time 13.04
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135
D 65536
SOLVENT CDCI3
NS 800
Ds 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
16a RG 16384
DW 27.800 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
======== CHANNEL {1 ==
NUC1 13C
P1 10.68 usec
P2 21.36 usec
. PL1 0.00 dB
PL1W 3139858055 W
SFO1 75.4752953 MHz
= == CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
P3 12.00 usec
P4 24.00 usec
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL2W 13.28156662 W
PL12W 0.29870972 W
SFO2 300.1312005 MHz
sl 32768
SF 75.4677490 MHz
wbDw EM
SSB 0
LB 1.00 Hz
GB
PC 1.40
T T T I T T T T T T [ N
200 180 - 160 140 120 100 80 60 40 20

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16a
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NAME PR-CsP#PE

EXPNO

PROCNO 1

Date_ 20180531

Time 9.47

INSTRUM

PROBHD 5 mm L 13C-1

PULPROG zg30
T 65536

SOLVENT cDcI3

NS 16

DS 2

SWH 6172.839 Hz

FIDRES 0.094180 Hz

AQ 5.3084660 sec

RG 161.3

bW 81.000 usec

DE 6.50 usec

TE 300.0 K

D1 1.0000?000 sec

P1 12.00 usec

.00 dB
PLIW 13 28156662 W
SFO1 300.1318534 MHz

32768
SF 300.1300062 MHz
EM

SSB 0
LB 0.30 Hz
GB 0

PC 1.00

T T T T T T T T T T T T T T T T T T T T 1

T
115 110 105 100 95 90 85 80 60 55 50 45 40 35 30 25 20 15 10 05 0.0

g ﬁm.s». fﬁ g8 &R R
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'H NMR (300MHz, CDCI3) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16b
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NA PR-CP

EXPNO 4

PROCNO 1

Date_ 20180531

Time 8.40

INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30

TD 65536
SOLVENT cbci3
NS 8000

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 1149.4

DW 27.800 usec
DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL {1 ========
NUC1 13C

P1 10.68 usec

PL1 0.00 dB
PLIW 31.39858055 W -
SFO1 75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL13 16.00 dB

PL2W 13.28156662 W
PL12W 0.29870972 W
PL13W 0.26500207 W
SFO2 300.1312005 MHz

S| 32768
SF 75.4677490 MHz
wDw EM
SSB 0
LB 1.00 Hz
GB 0
] | IHHIUIIHI i 1] L1 T
I I I ¥ T T : I T ) I I T 4 T E
200 180 160 140 120 100 80 60 40 20 0 ppm

C NMR (CDCl;,75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16b
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\\/ \\/ ) \// NAM PR-CP-P
EXPNO 5
PROCNO 1
Date_ 20180531
Time 9.45
INSTRUM sgect
PROBHD 5 mm DUL 13C-1

PULPROG dept135
TD 65536
SOLVENT cDCi3

NS 1000

DS 4

SWH 17985.611 Hz

FIDRES 0.274439 Hz

AQ 1.8219508 sec

RG 16384

Dw 27.800 usec

DE 6.50 usec

TE 3000 K

CNST2  145.0000000

D1 2.00000000 sec

D2 0.00344828 sec

D12 0.00002000 sec
LTl L] i,

- CHANNEL f1 ========

NUC1 13C

P1 10.68 usec

P2 21.36 usec

PL1

0.00 dB
PL1W 31.39858055 W
SFO1 75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2 waltz16

NUC2 1H

P3 12.00 usec

P4 24.00 usec

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL2W 13.28156662 W
PL12W 0.29870872 W
SFO2 300.1312005 MHz

Sl 32768

SF 75.4677490 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

T i T T T X T T T T T - T

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

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16b
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NAME PR-CP-PP3
4

EXPNO

PROCNO 1
Date_ 20180511
Time 7.27
INSTRUM 5|
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CcDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 128

Dw 81.000 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1
======== CHANNEL [ s=======
NUC1 1H

P1 12.00 usec
PL1 -1.00 dB

PLIW 13.28156662 W
SFO1 300.1318534 MHz

S| 32768

SF 300.1300277 MHz
wDw EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

Y

T T T (I T T T T T T T I

U e it s G gy

25

g

TH NMR (300MHz, CDCI3) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16¢
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NAME PR-CP-PP3
2

EXPNO

PROCNO 1
Date_ 20180511
Time 6.32

INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30

™ 65536
NS~ SOLVENT  CDCI3
= Q NS 8000

DS 4
SWH 17985.611 Hz
FIDRES 0.274438 Hz
AQ 1.8219508 sec
RG 1625.5
DW 27.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
N=N TDO 1
\%N === CHANNEL 1 =
16¢c 10. sl usec
0.00 dB
31.39858055 W
SFO1 75.4752953 MHz
s======= CHANNEL {2 =======—=
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL13 16.00 dB
PL2W  13.28156662 W
PL12W  0.29870972 W
PL13W  0.26500207 W
SFO2  300.1312005 MHz
sl 32768
SF 75.4677490 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
L L AU -
T T T T T T T T T T T
200 180 . 160 140 120 100 80 60 40 20 0 ppm

13C NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16¢
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NAME PR-CP-PP3
3

EXPNO

PROCNO 1
Date_ 20180511
Time 7.24
INSTRUM spect

PROBHD 5 mm DUL 13C-1
PULPROG  dept135

TD 536
SOLVENT CcDCI3
NS 800

Ds 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384

Dw 27.800 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1

s CHANNEL f ========
13C

L ' L .
T T

SFO1 754752953 MHz

======== CHANNEL f2 ========
CPDPRG2 waltz16

Nuc2 1H

P3 12.00 usec

P4 24.00 usec

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL2W 13.28156662 W
PL12W 0.29870972 W
SFO2 300.1312005 MHz

sl 32768
SF 75.4677490 MHz
wbw EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

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

13C (DEPT135) NMR (CDCIl; 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16¢
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NAME PR-CP-PPO1

N /§\ EXPNO 4

\ PROCNO
Date_ 20180805
Time 8.26
INSTRUM S|
PROBHD 5 mm DUL 13C-1
PULPROG . BzgS
SOLVENT cDci3
NS
Ds 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 161.3
DwW 81,000 usec
DE 6.50 usec
16d TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL {1 ========
NUC1 1H
P1 12.00 usec
PL1 -1.00 dB
PL1W 13.28156662 W
SFO1 300.1318534 MHz
S| 32768
SF 300.1300060 MHz
WDwW EM
SsB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T 1 T T
1 10 9 2 1 0 ppm

5 5&7%53 ﬁfﬁ b fﬁ @ 5

TH NMR (300MHz, CDCI13) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16d
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NAME PR-CP-PP01
2

EXPNO

PROCNO 1
Date_ 20180905
Time 7.02

INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30

TD 65536
SOLVENT CDCI3
NS 8000

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
A 1.8219508 sec
RG 2896.3

DW 27.800 usec
DE 6.50 usec
TE 300.0 K

D1 2,00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f{ ========
NUC1 13C

P1 10.68 usec
PL1 0.00 dB

PL1W 31.39858055 W
SFO1 75.4752953 MHz

z====z=== CHANNEL f2 ========
CPDPRG2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL13 16.00 dB

PL2W 13.28156662 W
PL12W 0.29870972 W
PL13W 0.26500207 W
SFO2 300.13ﬂ12005 MHz

S| 3276

SF 75.4677490 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

T J!HIHJJH

I I T T T T i T ’ T T I T

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

13C NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15d
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NAME PR-CP-PPD1
EXPNO 3
PROCNO - 1
Date 180905
NS Time 8.23
N=N INSTRUM 5|
PROBHD 5 mm DUL 13C-1
PULPROG dept135
D 65536
SOLVENT cDCI3
NS 1250
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384
N=N gw 27:000 usec
E 6.50 usec
\%N TE 300.0 K
16d CNST2  145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
L L .
| [ L I _ ===z===== CHANNEL 1 ===
: NUC1 13C
[ I '] [ P1 10.68 usec
P2 21.36 usec
PL1 0.00 dB
PL1W  31.39858055 W
SFO1 75.4752953 MHz
======== CHANNEL 2 ===
CPDPRG2 waltz16
uc2 1H
P3 12.00 usec
P4 24,00 usec
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL2W  13.28156662 W
PL12W  0.29870972 W
SFO2  300.1312005 MHz
sl 32768
SF 75.4677490 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 ppm

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15d
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NAME PR-C?-PP?

PROCNO 1
P
NS~ Date. 20180507
N=N Time 5.53
- INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2g30
TD 65516
SOLVENT cDCI3
NS 16
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
N=N AQ 5.3084660 sec
- RG 81
X oW 81.000 usec
DE 6.50 usec
16e TE 300.0 K
D1 1.00000000 sec
TDO 1
====a=== CHANNEL {1 ss=s====
NUC1 1H
P1 12.00 usec
PL1 -1.00 dB
PL1W 13.28166662 W
SFO1  300.1318634 MHz
sl 32768
SF 300.1300056 MHz
WDW EM
SSB 0
L8 0.30 Hz
GB 0
PC 1.00
I T T T T T T T T T T T T 1
1 10 9 8 7 6 5 4 3 2 1 0 ppm
ol (e iy
o G G B CH R CHRE GH o] |=flew ci| il ||of |

TH NMR (300MHz, CDCI3) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15¢
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EXPNO 2
PROCNO 1
Date_ 20180507

Time

5.01
INSTRUM spect
PROBHD § mm DUL 13C-1
PULPROG zgpg30

TD 65536
SOLVENT cDCI3

NS 5000
DS 4
NS~ SWH  17985.611 Hz
N=N FIDRES  0.274439 Hz
AQ 1.8219508 sec
RG 1290.2
DW 27.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
N TDO 1
N=N ======== CHANNEL f{ ========
\g/N/ : NUCA 13C
P1 10.68 usec
16e PL1 0.00 dB
PL1W 31.39858055 W
SFO1 75.4752953 MHz

======== CHANNEL f2 s=======
CPDPRG2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL13 16.00 dB

PL2W 13.28156662 W

PL12W 0.29870972 W

PL13W 0.26500207 W

SFO2 300.1312005 MHz
8

] 3276
SF 75.4677490 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
L1 IMHMMH A 1] .
Ty T " T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 PpPmM

13C NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15¢
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NARE P2
EX 3
PROCNO 1
Date_ 20180507
Time 5.50
INSTRUM S|

PROBHD 5 mm DUL 13C-1
PULPROG  dept135

TD 65536
SOLVENT cDCi3
NS 750

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 23170.5

Dw 27.800 usec
DE 6.50 usec
TE 00.0
CNST2  145.0000000

D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec

TDO 1

======== CHANNEL f1 s=======
NUC1 13C

P1 10.68 usec

P2 21.36 usec

PL1 0.00 dB

PLIW  31.39858055 W

SFO1 76.4762963 MHz
szzsz=== CHANNEL {2 ========

CPDPRGZ  waltz16
NUC2 H

P3 12.00 usec
P4 24.00 usec
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PLZW  13.28156662 W
PL12W  0.29870972 W

SFO2 300.1312006 MHz
si 32768

SF 75.4677490 MHz
wbw EM

ssB 0
LB 1.00 Hz
GB 0

PC 1.40

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15e
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NAME PR-CP-PP11OME
EXPNO 4

PROCNO 1
Date_ 20191024
Time 1.14
INSTRUM
PROBHD 5 mm 13C-1
PULPROG 2g30
D
SOLVENT scncn
1
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5. sec
RG 228.1
DW 81.000 usec
DE 6.50 usec
3000 K
D1 1.00000000 sec
1
CHANNEL 11
NUC1 1H
P1 12.00 usec
PL1 -1.00d

SFO1 300.1318534 MHz

sl 32768

SF 300.1300084 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L A

T T b2y | e T T T" T T T
10 9 8 4 3 2 1 0 ppm

SEUET GR04Y AR A

2.00 =
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H NMR (300MHz, CDCI13) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15f
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NAME PR-CP-PP110OME
2

PROCNO 1
Date_ 20191024
Time 0.39
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
36
SOLVENT CDCI3
NS
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 3649.1
DW 27.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 o.oam:naun sec
======== CHANNEL f{ ========
NUC1 13C
P1 10.68 usec
PL1 0.00 dB

PLIW 31.39858055 W
SFO1 75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2 waltz16

NuUc2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL13 16.00 dB

PL2W 13.28156662 W
PL12W 0.29870972 W
PL1IW 0.26500207 W
SFO2 300.1312005 MHz

Sl 32768
SF 75.4677490 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
| | Ll e

T

T T g T T
200 180 160 140 120 100 80 60 40
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13C NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15f
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NAME PR-CP-PP11OME
EXPNO 3
PROCNO 1

Date_ 201381024
Time 1.12
INSTRUM spect

PROBHD 5 mm DUL 13C-1
PULPROG dept135

TD 65536
SOLVENT CDCI3
NS 500

DS 4

SWH 17985.611 Hz
FIDRES 0.274438 Hz
AQ 1.8218508 sec
RG 16384

DwW 27.800 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344B28 sec
D12 0.00002000 sec
TDO

======== CHANNEL {1 ========
NUC1 13C

P1 10.68 use«
P2 21.36 user
PL1 0.00dB

PLIW 31.19858055 W
SFO1 75.4752953 “'Hz

======== CHANNEL {? ========
CPDPRG2 waltz1s

Nuc2 1H

P3 12 00 uses

P4 24 00 use:
PCPD2 80.00 usec
PL2 1 00 dB

PL12 15 48 dB

PL2W 13 28156667 W
PL12ZW 0.2587097. W
SFO2 300 131200% "AHz:
S| 32768 -
SF 754677490 1 2
wDw EM

SSB 0

LB 1.00 Hz

GB 0

PC 140

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15f
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NAME PR-CP-PP3
EXPNO 11
PROCNO 1
Date_ 20181004

ime 8.06
INSTRUM s
PROBHD 5 mm DUL 13C-1
PULPROG zg30
™ 65536
SOLVENT cbcis
NS 16
DS 2
SWH 6172.838 Hz
FIDRES 0.094130 Hz
AQ 5.3084660 sec
RG 90.5
DW 81.000 usec
DE 6.50 usec
TE 300.0 K

169 %gm 1.uuuu:muo sec

CHANNEL f1

NUC1 1H

P1 12.00 usec

PL1 -1.00 dB

PL1W  13.28156662 W

SFO1  300.1318534 MHz

sl 32768

SF 300.1300056 MHz

wDw EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

T T

N

T
11 10 9 8

T T T

7 6 5
B EAESRNT 33 8
=] =[®a|NmIRo|a bir] et b L
TN <t |N Wi NI N NN~ o~

TH NMR (300MHz, CDCI3) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 15g
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NAME PR-CP-PPS

EXPNO 10
PROCNO 1
Date_ 20181004
Time 8.03

INSTRUM spect

PROBHD § mm DUL 13C-1

PULPROG zgpg30
65536

TD
SOLVENT cDcCI3
NS 8000

DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 4096
Dw 27.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f{ ========
13C
10.68 usec
0.00 dB

PLIW 31.39858055 W
SFO1 75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2 waltz16

Nuc2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL13 16.00 dB

PL2W 13.28156662 W
PL12W 0.29870972 W
PL13W 0.26500207 W
SFO2 300.1312005 MHz

SI 32768
SF 75.4677490 MHz
wDw EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

l | UL i 1 AL L

[ I ) T I N I T % [ 2 T T I T

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

13C NMR (CDCl;,75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16g
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NAME PR-CP-PPS
EXPNO 12
PROCNO 1
Date_ 20181004

N Time 10.15

P INSTRUM spect

PROBHD § mm DUL 13C-1
PULPROG  dept135

TD 65536
SOLVENT CcDCI3
NS 3

1500
Ds 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384
DW 27.800 usec
DE 6.50 usec
TE 300.0 K
CNST2  145.0000000
D1 2.00000000 sec

D2 0.00344828 sec
D12 0.00002000 sec
Do 1

Ll 1 L e ChAEL 1o

| ] T NUC1 13C
P1 10.68 usec
P2 21,36 usec
PL1 0.00 d

, B
PLIW 31.39858055 W
SFO1 75.4752953 MHz

======== CHANNEL {2 ========
CPDPRG2 waltz16

NuUc2 1H

P3 12.00 usec

P4 24.00 usec

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.48 dB

PL2W 13.28156662 W
PL12W 0.29870972 W
SFO2 300.1312005 MHz

S| 32768
SF 75.4677430 MHz
WDwW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T =1 T &4 T T T T T T 1
200 180 160 140 120 100 80 60 40 20 0 ppm

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16g
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NAME PR-CP:-’PPES1

EXPNO

PROCNO 1

Date_ 20180529
Time 9.42
INSTRUM

PROBHD 5rm1 UL 13C1
PULPROG zg30

0 65636
SOLVENT CDCI3
NS 16

2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 161.3

DwW 81.000 usec
DE 6.50 usec
TE 3000 K

D1 1.00000000 sec
TDO 1

======== CHANNEL f{ ========
NUC1 1H

P1 12.00 usec

PL1 -1.00 dB

PLIW 13.281566862 W
SFO1 3(3)0 7183“534 MHz

2768
SF 300.1300066 MHz
WDW EM

B A T

'H NMR (300MHz, CDCI3) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16h
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NAME PR-CP-PP5S1
EXPNO 2
PROCNO
Date_ 20180529
Time 9.39
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
N 10000

“ SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 1625.5
Dw 27.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 10.68 usec
PL1 0.00 dB
PLIW 31.39858055 W
SFO1 75.4752953 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL13 16.00 dB
PL2W 13.28156662 W
PL12W 0.29870972 W
PL13W 0.26500207 W
SFO2 300.1312005 MHz
S| 32768
SF 75.4677490 MHz
wDw EM
SSB 0
LB 1.00 Hz
GB 0

[ J PC 1.40
] LLL 1 ML
T T T T T T T T T T " T A
200 180 160 140 120 100 80 60 40 20 0 ppm

13C NMR (CDCl3, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16h
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NAME PR-CP-PP5S1
EXPNO 4
PROCNO 1
. Date_ 20180530
Time 12.11
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135
TD 65536
SOLVENT cDCci?
NS 2500
Ds 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384
bw 27.800 usec
DE 6.50 usec
TE 300.0 K
CNST2  145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
J J TDO 1
CHANNEL f1 ========
NUC1 13C
P1 10.68 usec
P2 21.36 usec
PL1 0.00 d
PL1W 31.39858055 W
SFO1 75.4752953 MHz
======== CHANNEL f2 szs======
CPDPRG2 waltz16
NUC2 1H
P3 12.00 usec
P4 24.00 usec
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL2W 13.28156662 W
PL12W 0.29870972 W
SFO2 300.1312005 MHz
S| 32768
SF 75.4677490 MHz
wow EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T i T T T ’ T T T &
200 180 160 140 120 100 80 60 40 20 0 ppm

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16h
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NAME PR-CP-PO%A
EXPNO 4

PROCNO 1
Date_ 20190808
Time 11.01
INSTRUM 5|
PROBHD 6 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 574.7

DW 81.000 usec
DE 6.50 usec
TE 3000 K

D1 1.00000000 sec
TDO 1
=====z== CHANNEL f{ ss===s===
NUC1 1H

P1 12.00 usec

-1.00 dB
PL1W 13.28166662 W
SFO1 300.1318534 MHz

S| 32768

SF 300.1300096 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

TH NMR (300MHz, CDCI3) spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16i
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NAME PR-CP-POSA
3

EXPNO

PROCNO 1
Date_ 20190808
Time 9.43

INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30

D 65536
SOLVENT CDCI3
0

NS 1000

Ds 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 3251

DwW 27.800 usec
DE 6.50 usec
TE 300.0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL {1 ========
NUC1 13C

P1 10.68 usec
PL1 0.00 dB

PL1W 31.39858065 W
SFO1 76.4752953 MHz

sSsscepge CHANNEL fz sSsscsoos
CPDPRG2 waltz16
Nuc2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL13 16.00 dB
PL2W 13.28156662 W
PL12W 0.29870972 W
PL13W 0.26500207 W
SFO2 300.1312005 MHz
Sl 32768
SF 75.4677407 MHz
wDw EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
L e L Ll Ly B (T ST N
T T T I I I > I I I T ¥ T
200 180 - 160 140 120 100 80 60 40 20 0 ppm

13C NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16g
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NOOTWHN OTMONWUMN
NOITORNONT™®XOW T DT MMM DN
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X |
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PROCNO 1
Date_ 20180810
Time 14.37
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135
D 65536
SOLVENT cDCI3
NS 2000
DS
SWH 17985.611 Hz
FIDRES 0.274439 Hz
& AQ 1.8219508 sec
RG 16384
ow 27.800 usec
DE 6.50 usec
TE 3000 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
: ======== CHANNEL f{ ========
RSNSOI, A (| . o —— NUC1 13C
. urop " "y v e P1 10.68 usec
,‘ T Wf P2 21.36 usec
PL1 0.00 dB
PL1W 31.39858055 W
SFO1 75.4752953 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
Nuc2 1H
P3 12.00 usec
P4 24.00 usec
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.48 dB
PL2ZW 13.28156662 W
PL12ZW 0.29870972 W
SFO2 300.1312005 MHz
sl 32768
SF 75.4677417 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I . T i T - T T
200 180 160 140 120 100 80 60 40 20 0 ppm

13C (DEPT135) NMR (CDCl;, 75MHz) Spectrum of Bis-spiropyrrolizidine -oxindole grafted macrocycle 16i
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TH- BC COSY spectrum of Spiropyrrolidine oxindole grafted macrocycle 12a
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'H- 'H COSY spectrum of Bis-spiropyrrolizidine oxindole grafted macrocycle 16b
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XEVO-G2SQTOF#NotSet 25-Jun-2018

DEPARTMENT OF ORGANIC CHEMISTRY 12:03:30
UNIVERSITY OF MADRAS
DRPR 3
PR-CP-P02 6 (0.237) Cm (5:6) 1: TOF MS ES+
584.1271 3.35e7
100~
587.1273
12a
=
1:
608.1012
( 624.0757
558.1144 M I
Y I et : e - L : e . miz

T v T T T T T T T
100 150 | 200 | 280 300 350 400 450 500 550 600 650 700 750 800 850 900 « 950 1000

HRMS( TOF MS ES*) spectrum of spiropyrrolidine — oxindole grafted macrocycle 12a
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XEVO-G2SQTOF#NotSet

. 12-Jan-2018

DEPARTMENT OF ORGANIC CHEMISTRY 13:09:05

UNIVERSITY OF MADRAS '

DRPR

PR-CP-P03 6 (0.138) AM2 (Ar,20000.0,556.28,0.00,LS 10) 1: TOF MS ES+

e 540.1865 3.36e7
\
|
|
542.1813 =~ N

12b
u\u...
202.2099
|
543.1826
e
562.1617
338.3637 |
202128 i 121795 || ss0ste
1 [ L L 417.1507 _ 484.1870 | ' 684.5998 w A
, 46,2181 260, | ‘ | : -
o} JT ?6396?5 T"]‘r Ty a5 (260 22-93 T - i - T T - T 459‘:‘?"69 Fl' ! “‘Q‘ g |r‘ h}r581 133.’\" §§?-E723 ; / T nE 794‘6955"1!2
150 200 250 300 350 400 450 500 550 600 650 700 750 800

HRMS( TOF MS ES*) Spectrum of Spiropyrrolidine — Oxindole grafted macrocycle 12b
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XEVO-G2SQTOF#NotSet

22-Jun-2018
DEPARTMENT OF ORGANIC CHEMISTRY 15:07.07
UNIVERSITY OF MADRAS
DRPR
PR-CP-P06 13 (0.494) AM2 (Ar,20000.0,556.28,0.00,LS 10); Cm (7:32) . 1: TOF MS ES+
567.2472 9.65e8
100+
566.2404!
3
| 588.2226
538.|2350 iy
i
510.2396 jeos.wso
4431967 606.1981 o
i 165.0651 202.:1791 267.11008 325.2159 414.}699i " " 726.2922 876.8034.898.7865  969.4045 cip
TR T T T T T T Ty RARES T T T T AEGEE T T T T T RARAN RS ARy ARy sanas e s e
100 I 1éO 260 ‘ 2%0 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000

HRMS( TOF MS ES*) Spectrum of Spiropyrrolidine — Oxindole grafted macrocycle 12¢
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XEVO-G2SQTOF#NotSet 12-Jan-2018
DEPARTMENT OF ORGANIC CHEMISTRY ’ L 13:29:55
UNIVERSITY OF MADRAS
DRPR .
PR-CP-P08 6 (0.138) AM2 (Ar,20000.0,556.28,0.00,LS 10); Cm (3:8) 1: TOF MS ES+
536.2377 2.50e8
1C)CHi
i
1‘[ 537.2373
!
|
]
i
ol
1
|
|
|
\
| 1538.2375
202.2093 ./ 574 1833
f LT
| 508.2292 | | |
! ! 480.2366 ‘ |575 1860
: 1203.2124 338.3630 365.1239 i | 684.5994 )
N it E4r?.2153 S 413JI20(T)3 L J “L 1(5?6 1845 oses7ie 0% 7946045
r e s T T T T T i T T T T T T
150 260 250 300 350 400 450 500 600 650 700 750 800

HRMS( TOF MS ES*) Spectrum of Spiropyrrolidine — Oxindole grafted macrocycle 12d
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i XEVO-G2SQTOF#NotSet
DEPARTMENT OF ORGANIC CHEMISTRY ‘ :

25-Jun-2018
11:47:27
UNIVERSITY OF MADRAS -
DRPR :
PR-CP-PO1 14 (0.531) AM2 (Ar,20000.0,556.28,0.00,LS 10); Cm (11:33 —
100+ _ 521.2437 S5
. ; 520.2414
ag_
492.2301 | o015
558.1907
4
464.2340 1
| f
| ‘
397.1912 ‘ 550.1935
221.0955 - SapsiEiE | 43932022\ 560.1924 o o
ot I 04T IER0N0T oo dsezre. | |, 4l i |-561.1635 ' 712.2933 758 3335 807.31785 2000
i e A LRSI R e el LA L5 2R T ] T T T T T IRERRERERES

T T ' T ¥ IRAREE T IRRRAS RARAS T T T T miz
150 200 250 300 350 400 450 500 550 600 650

700 750 800

HRMS( TOF MS ES*) Spectrum of Spiropyrrolidine — Oxindole grafted macrocycle 12e
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XEVO-G2SQTOF#NotSet 22-Jun-2018

DEPARTMENT OF ORGANIC CHEMISTRY 15:25:11
UNIVERSITY OF MADRAS ‘
DRPR . ‘
PR-CP-07 4 (0.164) AM2 (Ar,20000.0,556.28,0.00,LS 10) 1: TOF MS ES+
551.2090 4.14e7
100+
552.2100
324
535.2098 573.1846
589.1607
7
523.1993 [ |
N | |
‘ |
* 1590.1633
428.1607
202.1794 e | s 03.1918 T
al — 277.1323 : 399_33531 mn X o 5522022 7722288  876.8026.898.7877 9557558 .

100 | 150 | 200 250 300 ~ 350 400 450 500 550 600 650 700 750 800 850 900 950 1000

HRMS( TOF MS ES*) Spectrum of Spiropyrrolidine — Oxindole grafted macrocycle 12g
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XEVO-G2SQTOF#NotSet 25-Jun-2018
DEPARTMENT OF ORGANIC CHEMISTRY ' : 12:22:52
UNIVERSITY OF MADRAS
DRPR
PR-CP-P04 7 (0.274) AM2 (Ar,20000.0,556 28,0.00,LS 10) 1: TOF MS ES+
by 506.2223 3.97e7
507.2260
'Q\“,,
528.2012
544.1750
478.2136
i (
|
|
4502181 | i
T 545.1778
383.1752 | |
202.1791 i | | I[ ‘ 546.1764586.1301
1486 | 425.1861
6 163.0386.178.0763 | 2070794 277.1324 sl I 4 o | . o L S 654 2061 741.4694 763.4508 -
T T T T IR B S RS B T T SR | B B e G e R e o T T T
150 - 200 250 300 350 400 450 500 550 600 650 750 800

HRMS( TOF MS ES*) Spectrum of Spiropyrrolidine — Oxindole grafted macrocycle 12h
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DRPR
PR-CP-PP4 5 (0.347) AM2 (Ar,20000.0,556.28,0.00,LS 10); Cm (3:14) ' 1: TOF MS ES+
100_‘ 1221.2827 2.29e8
1

1222.2849

o\n_,
1219.2828
1 1224.2836
12252861
1243.2635
556.4427 644.4949 .
202.1810 363434 4633918 i T2S4T2 gon.7850 s 18
. ‘ : ‘ | 905.7571 3_96.7063 1183.504{ 1:1263‘2390 '
y Y Y g ' T T T T T T T ™ T miz

100 200 300 400 500 . 600 - 700. 800 900 1000 1100 1200 130Q

HRMS( TOF MS ES*) Spectrum of Bis-spiropyrrolizidine — Oxindole grafted Macrocycle 16a
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DRPR
PR-CP-PP6 28 (1.044) AM2 (Ar,20000.0,556.28,0.00,LS 10); Cm (18:34) ; : ' 1: TOF MS ES+
1 _ 4.22e8
00- 1131.3840 :
; 1133.3839
{
1134.3846
3
1135.3837
338.3432
| — 1136.3842
| 360, ;
4 11633652
202.1810 3 485.2007 04425 go04712 444996 535 ygp (1156.3661
163.0399 1361.3283 £ \ | i % 820.5993 908 6514
0399 |03 1839 301.1420[ ( i) ; { [ ; 7 808, 996.7048 1130.3617
i 8 - I.I‘L_HL“\ i WO W | ...‘lﬂ Lh‘Jnl‘u i Al llllJlll“hlllkhlLAl‘l‘u L.‘ ¥ S T e i / i miz
100 200 300 400 500 600 700 800 900 1000 1100

HRMS( TOF MS ES*) Spectrum of Bis-spiropyrrolizidine — Oxindole grafted Macrocycle 16b
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DRPR 7 '
PR-CP-PP3 3 (0.127) Cm (3:9) : 1: TOF MS ES+
1183.5045._ 5.86e7
10 ; o SW
|
|
3‘2“.
592.2552
' 338.3440 | .592.7582
: i .-360.3248 512.41 73 556.‘4417 (/600.4690 988.5181
| ! | | : i | |
Girﬂ- e ‘A‘L‘ e l‘L‘| i g H.l.‘.‘nl% 'LLLLHI‘LLVWILP IO T I‘..“L 1 4 (A i o = - e S miz
10 200. 300 400 500 600 700 800 900 1000 . 1100

HRMS( TOF MS ES*) Spectrum of Bis-spiropyrrolizidine — Oxindole grafted Macrocycle 16¢



DRPR

S71

PR-CP-PP01 33 (1.228) AM2 (Ar,20000.0,556.28,0.00,LS 10); Cm (8:48) 1: TOF M513 Sf.;g
1°°‘| 1123.4347‘[ ’
| |
| |
1{ i
! 1124.4871
)
i MeO
_;
b
\
=
l
|
[ 338.3432
j; 202.1804 1125489
|
[ 360.3248
} 562.2455
! | 2.7471 1139.4778
| 430.1872 7
1: | | 1140.4808
361.3280 563.2484 g o
[ 1145 4647 |
" 203.1834 31.1901 556.4423 644.4948 688.5212 776.5733 3 ’ o
| 1630302 | 12461955 | _ [ | \ L | L( ( 898.7849 121.46¢ N6z e
04 ol J it " .kru_lula‘x.ll_lt —[‘..,., ey et diia ik o hr hAlLL T ’ . : - miz
100 200 300 400 500 600 700 800 900 1000 1100

HRMS( TOF MS ES*) Spectrum of Bis-spiropyrrolizidine — Oxindole grafted Macrocycle 16d
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DRPR
PR-CP-PP2-R 14 (0.531) AM2 (Ar,20000.0,556.28,0.00,LS 10); Cm (14:45) ’ 1: TOF MS ES+
101 e 1.21e9
1091.4944
|
1092.4968
=
| 1093.4985
338.3432
}60.3249
! 1107.4868
| 1113.4740
361.3282 : 1129.4546
163.0395 202.1805  321.3181 512416254 2505 004700 6885206 7765729
l L 2 v 864.6251  g52 6770 1090.4796 1131.4570
Ottt ‘rr‘rl“‘ul“‘“—‘“‘l LLI“‘\_‘L“\.\\‘lL\\lvvil‘v“\L\I"l|rL|}\liFva\\lv\“\\\“l e AL miz
100 200 300 400 . 500 600 - 700 800 900 1000 1100

HRMS( TOF MS ES*) Spectrum of Bis-spiropyrrolizidine — Oxindole grafted Macrocycle 16e
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DRPR
PR-CP-PP9 38 (1.411) AM2 (Ar,20000.0,556.28,0.00,LS 10); Cm (11:48) 1 TOF Mg :zgga
100+ : 11534332 ’
] 1154.4360
N=N
O,N
\§/N
= 16g
202.1804
1155.4385
| 1156.4412
1 338.3428 !
. ‘ 644.4952
| 163.0302 CPRIEs ~360.3251  435.2908 8004738 7414687 7765737 o0 oo, 1123.4637 '
f 279.0934301.1415 | | 3651057 | L1 1 bi g Lo R 1002.4031 | d n“
Oi gl LerJ Q i L. ko iedh b uL‘_lﬁH.;url 1 L‘th.s!.“”,LL.:,L._‘LL! adai lmi“ik*u Pt i S i i
100 200 300 400 500 600 700 800 900 1000 1100 °

HRMS( TOF MS ES*) Spectrum of Bis-spiropyrrolizidine — Oxindole grafted Macrocycle 16g
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DRPR
PR-CP-PP51 3 (0.127) AM2 (Ar,20000.0,556.28,0.00,LS 10) 1: TOF MS ES+
100~ ? 4.89e7
‘ 1063.4640 | 2
1064.4667
2
1065.4683
=
1085.4427
i 1086.4453
1101.4177
1102.4207
532'?354;2 - 1103.4220
532. 644.4940
BERABOT jqpcione 3852939 429 3105 ( 800 4695 732.5463  861.3285 981.3857 il [-1104.4229
0| 197.0157_ |, Whivat etV EITTIN R TR AR (SN NS ¢ STV U L | o
e I B o o o o o e e e ey mmaan LA I B e e o "y i —e— m/z
100 200 300 400 500 600 700 800 900 1000 1100

HRMS( TOF MS ES*) Spectrum of Bis-spiropyrrolizidine — Oxindole grafted Macrocycle 16h.



