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IR spectrum of ethyl 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-

carboxylate (7)
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'H-NMR spectrum of ethyl 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-

c]pyrazole-3-carboxylate (7)
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3C-NMR spectrum of ethyl 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxylate (7)
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Mass spectrum of ethyl 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxylate (7)
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IR spectrum of 1-(6,6-dioxido-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazol-3-yl)butan-1-one (8)
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'H-NMR spectrum of 1-(6,6-dioxido-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazol-3-yl)butan-1-one (8)
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B3C-NMR spectrum of 1-(6,6-dioxido-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazol-3-yl)butan-1-one (8)
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Mass spectrum of 1-(6,6-dioxido-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazol-
3-yl)butan-1-one (8)
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IR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-

carboxylic acid (9)
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'H-NMR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-

carboxylic acid (9)
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B3C-NMR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxylic acid (9)
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Mass spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxylic acid (9)
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IR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxylic acid 6,6-dioxide (10)
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'H-NMR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxylic acid 6,6-dioxide (10)
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B3C-NMR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxylic acid 6,6-dioxide (10)
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Mass spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxylic
acid 6,6-dioxide (10)
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IR spectrum of N,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxamide (11a)
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'H-NMR spectrum of N,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxamide (11a)
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B3C-NMR spectrum of N,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11a)
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Mass spectrum of N,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxamide (11a)
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IR spectrum of N-(3-chlorophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11b)
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'H-NMR spectrum of N-(3-chlorophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11b)
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B3C-NMR N-(3-chlorophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-
3-carboxamide (11b)
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Mass spectrum of N-(3-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11b)
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IR spectrum of N-(4-chlorophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11c)
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'H-NMR spectrum of N-(4-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11c)
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B3C-NMR spectrum of N-(4-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11c)
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Mass spectrum of N-(4-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11c)
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IR spectrum of N-(3-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11d)

PPS-45
g s e R EEo eun
= E = E b 5 § 2R 2R =ni 523 § Current Data Parameters
= Rl i et e e S L e = NAME 6192, pps.4s
= . \\I f EXPNO 1
o ( FROCNO 1
F1 - Acquisition Parameters
Date 110728
Time 14.55
INSTRUM spect
FROBHD S mm BRI TH/D-
PULPROG g
T G536
SOLVENT DI
NS 16
DS 2
SWH 12820.513 Hz
FIDRES 0195625 1
AQ 2.5559540) sex
RG 645
W 30000 usec
DE 600 usec
Ik 294,00 K
D1 LI ser
T 1
e CHANNEL f1 ======—
ML) 1H
Pl 9.70 usce
rLi -1.20 dB
SFO1 ADDLIIZATIO MHz
F2 - Processing parameters
=l JITo8
| SF 400 13HI073 ME 2
| WHwW EM
| S5B (]
| | LB .30 Hz
| | GB )
‘ | PC 1.00
A ) WU JL |
10 9 8 7 4 =) 2 1 ppm
/ 4L Pk
- (2|2
ﬂ,| |2 Sﬂ
- Il s

'H-NMR spectrum of N-(3-nitrophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11d)
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BC-NMR spectrum of N-(3-nitrophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11d)
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Mass spectrum of N-(3-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11d)
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IR spectrum of N-(4-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11e)
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'H-NMR spectrum of N-(4-nitrophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11e)
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BC-NMR spectrum of N-(4-nitrophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11e)
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Mass spectrum of N-(4-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11e)
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IR spectrum of 1-Phenyl-N-m-tolyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxamide (11f)
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'H-NMR spectrum of 1-Phenyl-N-m-tolyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11f)
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BC-NMR spectrum of 1-Phenyl-N-m-tolyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11f)

Acq. Data Mamea: 13JUNI33D
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Mass spectrum of 1-Phenyl-N-m-tolyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11f)

IR spectrum of 1-Phenyl-N-p-tolyl-14,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (119)
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'H-NMR spectrum of 1-Phenyl-N-p-tolyl-14,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (119)
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BC-NMR spectrum of 1-Phenyl-N-p-tolyl-14,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11g)

Acq. Data Name: 15JUN133D

Internal Sampile id: PPS 22 PALANISAMY P [2875] Spec, Record Interval: 0.4[s]
lonization Mode: ESI Onfical Volt Sweap: 15V Ring Lens Vplt 110V
MS Calibration M e ¢OKUDELNA_ES+_ 2000 Acquired miz Range: 50.0..1000.0 Time of Maximum: 0.130[min]
Reduction History: Correct Base|5.0%].Average{MS[1] 0124 0.129)
Exparment Date/Time: 1/27/2011 11:38:45 AM Operator Name: admin
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Mass spectrum of 1-Phenyl-N-p-tolyl-14,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11g)



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

IR spectrum of N-(2-Aminophenyl)-1-phenyl-1,4-dihydrothiochromeno[4,3-c]
pyrazole-3-carboxamide (11h)
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'H-NMR spectrum of N-(2-aminophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11h)
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B3C-NMR spectrum of N-(2-aminophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11h)

Acq Dot Name: 15JUNTSID
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Mass spectrum of N-(2-aminophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11h)
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IR spectrum of N’,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide (11i)
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'H-NMR spectrum of N',1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide (11i)
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B3C-NMR spectrum of N*,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carbohydrazide (11i)

Acq. Data Mame: 13JUNI33D

Internal Sample Id. PPS 28 PALANISAMY P [9875] Spec. Record Interval: 01.4(s]
lonization Made: = ESI Orifice1 Volt Sweep: 15V Ring Lens Volt: 11[V] :
MS Calibration Maiw. OKUDELNA_ES+_ 2000 Acquired m/z Range: 50.0..1000.0 Time of Maximum: 0.130{min]
Raduction History: Correct Base[5.0%]:Average(MS[1] 0.124..0.129)
Exporiment Date/Time: 1/27/2011 11:36:45 AM Operator Name: admin
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Mass spectrum of 1-Phenyl-1,4-dihydrothiochromeno[4,3-c]pyrazole-3-
carbohydrazide (11i)
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IR spectrum of N',1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carbohydrazide
(11j)
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'H-NMR spectrum of N',1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide (11j)
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BC-NMR spectrum of N',1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide (11j)

Acq. Data Name: 15JUN1S3D

Intarnal Samphe Id: PPS 28 PALANISAMY P [9575] Spec. Record Intarval: 0.4[s]
lonization Moda:  ESE Orilice Voll Sweap: 15V Ring Lans Volt: 11
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Reduction Histary: Correct Base(s, 0T Avar, nga{l\a‘\"‘[ﬂ 0.124..0.129}
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Mass spectrum of N*,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide (11j)



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

IR spectrum of N-(1, 5-Dimethyl-3-0x0-2-phenyl-2,3-dihydro-1H-pyrazol-4-yl)-1-phenyl-
4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11k)
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'H-NMR spectrum of N-(1, 5-Dimethyl-3-oxo-2-phenyl-2,3-dihydro-1H-pyrazol-4-
yl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11k)
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BC-NMR spectrum of N-(1, 5-Dimethyl-3-oxo0-2-phenyl-2,3-dihydro-1H-pyrazol-4-
yl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11k)
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Mass spectrum of N-(1, 5-Dimethyl-3-oxo0-2-phenyl-2,3-dihydro-1H-pyrazol-4-yl)-1-
phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11Kk)
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IR spectrum of N-(1,3-benzothiazol-2-yl)-1-phenyl-4,5-dihydro-1H-

PPS-33
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'H-NMR spectrum of N-(1,3-benzothiazol-2-yl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11l)
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B3C-NMR spectrum of N-(1,3-benzothiazol-2-yl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (111)

TESTH

24 PALANISAMY P [9875] Spec. Record intarysl 0 4[s]
Oifice Vialt Swaap: 15V Ring Lans Vo 11[v]
KUDELNA_ES+_2000 Acquired miz Range: 500 10000 Tima of Maximum: 0.130{min]
+ Basaf JAvarage(MS[1] 0 124..0.128)
F 3645 AM Operator Name: admin
100
154 11
a0
80 -
40
lass 12
20 -
4561
I‘T 1
15 SV (VS SRR, . | | A S — S —
200 400 800 800 1000

Mass spectrum of N-(1,3-benzothiazol-2-yl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (111)
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IR spectrum of N-(Naphthalen-1-yl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide (11m)
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BC-NMR spectrum of N-(Naphthalen-1-yl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11m)
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BC-NMR spectrum of N-(Naphthalen-1-yl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11m)

Acg. Data Name: 15JUNISID

Internal Sample 14 PPS 26 PALANISAMY P [9575) Spec. Record Interval 0.4[s]
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Mass spectrum of N-(Naphthalen-1-yl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide (11m)
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IR spectrum of N,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-

carboxamide 6,6-dioxide (12a)
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'H-NMR spectrum of N,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-

carboxamide 6,6-dioxide (12a)
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BC-NMR spectrum of N,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-

c]pyrazole-3-carboxamide 6,6-dioxide (12a)
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Mass spectrum of N,1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxamide 6,6-dioxide (12a)
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IR spectrum of N-(3-chlorophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12b)
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'H-NMR spectrum of N-(3-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12b)
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BC-NMR spectrum of N-(3-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12b)
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Mass spectrum of N-(3-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12b)
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IR spectrum of N-(4-chlorophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12c)
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NS 16
(113 1
SWH 12820.513 Hz
FIDRES 0.195625 Hz
AQ 15550540 sex
R 645
Dw 39,000 wsre
DE 6.00 usee
TE 2MHO0K
D1 100000000 sec
DO 1
i CHANNEL [ m———
KUCT H
Pl 9,70 usee
PLI -1.20 dB
SFOL 4001324710 Milz
F2- Processing parameters
st vy
SF 400.1300073 MITz
| WDW EM
558 L]
| LE 0.30 Hz
GE 0
PC (KL
| I
| i |
k. : J UL |

10 9 ] 7 6 5 4 3 2 1 ppm

'H-NMR spectrum of N-(4-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12c)
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BC-NMR spectrum of N-(4-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12c)

At Data Name: 13JUNIS3D

Intesrnal Sample i PPS 24 PALANISAMY P [9575] Spec. Record Interval: 0.4[s]
lonization Mode: | B3I Orifice Vot Sweap. 158V Ring Lans Vot 11[V]
MS Calibration Musw, +OKUDELNA_ES+ 2000 Acquired miz Range: 50.0..1000.0 Tane of Maxsmum: 0.130{min]
Reduction History: Cormect Base[5 09 ] Average(MS[1] 0.124..0.128)
Exparimant Date/Tima: 1/2772011 1128 45 AM Qperator Name: admin
Relatve Intonsity
100+
6
80
50 -
40
i 04
204
1 46565 00
p—— I .
a T~ T B E e o e e —r— r—p——— T
200 400 600 £00 1000
miz

Mass spectrum of N-(4-chlorophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12c)
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IR spectrum of N-(3-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12d)

PP5-55
w =
= = Current Data Parameters
= = NAME 6192, PPS-55
= EXPNO 1
| PROCNO 1
F2 - Acquisition Parameters
Nate_ 20110725
Time 14.55
INSTRUM spect
PROBHD 5 mm BBI 1H/D-
PULPROG zg30
1D 65536
SOLVENT CheId
NS 16
D= 2
SWH 12820.513 Hz
FIDRES 0,195625 Hz
AQ 2.5559540 sec
RG 645
oW 39,000 usec
DE 6.00 usee
TE 294.0 K
Dl 10000000 sec
oo 1
= CHANNEL {}l ==
NUCH IH
Pl 9.70 usec
PL1 =120 dB
SFO1 4001324710 MHz
F1 - Processing parameters
| si 327
| SF 4001300073 M1z
| wDw EM
| S58 0
LR 0.30 Hz
GB 0
h\/ P 1.00
= . e r M ! ._..I'LI\__ UL _JL. R

'H-NMR spectrum of N-(3-nitrophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12d)
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B3C-NMR spectrum of N-(3-nitrophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12d)

Acq. Data Mame: [SIUNES3D

Internal Sample 19 pPs 36 PALANISAMY P [9875] Spec. Recond Ime_n.-nl 0 4[s)

lonization Mode:  ES1 Orificel Violt Sweap: 15 Ring Lons Volt 11[v]

M5 Calbration Nae. OKUDELNA_ES+ 2000 Acquired m'z Range: 500.1000.0 Time of Maximum: .130{min]

Reduction History: Correct Base[5 0%] AvorageiMS[1] 0.124.0.128)

Expariment Date/Time: 1/27/2011 11.38.45 AM Operator Name: admin
Retatve Intensity

17408

40+

175 0%

1 176,07

“atg a0 f 500 0 1000

Mass spectrum of N-(3-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12d)
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IR spectrum of N-(4-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1] benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12e)

PPS-55
= =
2 = Current Data Parameters
2 = NAME 6192, PPS-55
EXPNO 1
| PROCNO 1
F2 - Acquisition Parameters
Date_ 0110725
Time 14.55
INSTRUM spect
PROBHD 5 mm BBI 1H/D-
PULPROG zg3
1D 65536
SOLVENT Cheld
NS
D= 2
SWH 12820.513 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 see
RG 645
oW 39,000 usec
DE 6.00 usec
TE 294.0 K
Dl LODDODOD sec
T 1
= CHANNEL {} ==
NUCH IH
Pl 9.70 usec
PL1 -1.20 dB
SFO1 4001324710 MHz
F1 - Processing parameters
51 32768
SF 4001300073 M1z
| WDW EM
| S58 0
LR 0.30 Hz
GB 0
rC 1.00
k{ | |
i N e T T ) d -_.-I'L\__i_,___ | . i !
T - 2 e [ e
10 9 8 7 6 5 4 3 2 1 ppm
AL
f;="| [2f 'Ia g\‘-ak é: ek
1=l EEIZER 1% —.\
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'H-NMR spectrum of N-(4-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1]
benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12e)
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B3C-NMR spectrum of N-(4-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1]
benzothiepino[5,4-c]pyrazole-3-carboxamide 6,6-dioxide (12e)

Ac. Dnta Name: 13081530

Internal Sample I1d FI ITPALANISAMY P [aR75) Spec. Recard Intarval. 0.4{s|
lanization Mode:  EX) Orifical Volt Sweep: 15V Ring Lans Volt- 11[v]
M3 Calibration Manm, fOKUDELNA_ESs 200( Acquired miz Range: 50,0 1000.0 Time of Maxmum: 0.130{min]
Reduction History: Cormact Basa{s 0%| Aver .-gn.m 8[1] 0.124..0.129)
Exparmant Date/Tama: 1/27/2011 11:36:45 AM Operator Namea: admin
Relntive intensity
100~
474 O
80+
80 -
40 -
7 17508
204
‘ 176
o T L S |- = T 4 y—r T —r—T— —p—p—p———— T
200 400 “00 80O 1000
miz

Mass spectrum of N-(4-nitrophenyl)-1-phenyl-4,5-dihydro-1H-[1] benzothiepinol5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12e)
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IR spectrum of 1-Phenyl-N-m-tolyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carboxamide 6,6-dioxide (12f)

PS4
2 2 Current Data Parameters
= = NAME TSEH. PPS-43

| EXPN 1
PROCNO 1
F1- Acquisition Parameters
Date_ 20110725
Time 1435
INSTRUM spect
PROBHD £ mm BRI THD-
PULFROG 230
m 65534
SOLVENT Che1
NS 16
[ 2
SWH 12820.513 Hz
FIDRES 0.195625 Hz
Al 2.5550540 sec
Ri 645
nw 39,000 wsec
400 uses
TE 2940 K
ni 1 o
=mmnmmmn CHANNEL ] se———
NUCH m
Pl 9.70 usee
FLI 1.20 dB
sFO1L 4001324710 MHz
F2 - Processing parameters
s 7
SF A0, 1300073 MHz
WDW EM
| 558 )
| | LB 0.30 He
| | | [ R [
‘ | [ P Lon
i 1 f
UL -
r . . e i e
10 9 ] 7 6 5 4 3 2 1 ppm
I
[
B

'H-NMR spectrum of 1-Phenyl-N-m-tolyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12f
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3C-NMR spectrum of 1-Phenyl-N-m-tolyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12f

Acg. Data Mama: LSIUN 1530

imernal Sample o FPS 32 PALANISAMY P [9875] Spac. Recard Interval 0 4[s)
lonization Mode:  ESI Owifice1 Valt Sweep: 15V

Ring Lens Valt: 11[V]
MS Calbration Naire. «OKUDELNA_ES+_2000 Acquired miz Range: 50.0.1000.0 Tima of Maximum: 0.130]min]
Reduction History: Correct Base[5.0% | Averaqe(MS[1] 0 124 0.129)
Experimant Cate/Time: 12772011 113845 AM Operator Nomo: admin
Relatve Intensity 312
100 -

:

80
40
- 44411
204
44412
o T T B B e e T T 1
200 400 a00 800 1

Mass spectrum of 1-Phenyl-N-m-tolyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (12f
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IR spectrum of 1-Phenyl-N-p-tolyl-14,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (129)

PPS-43
;“'; 2 § § _{ § 2 ; § Current Data Parameters
P o e e = NAME TEBE. PPS-43
t1.4J = EXPNO 1
l i \._\ | PROCNO 1
{ F2 - Acquisition Parameters
Dhate_ 0110725
Time 14.55
INSTRUM spect
PROBHD 5 mm BBI TH/D-
PULPROG g3l
iy 65536
SOLVENT cne
NS 16
Ds Z
SWH 12820513 Ha
FIDRES 0195625 He
AQ 2.5559540 sec
RG 645
nw 390,000 usec
DE 6.00 usec
TE 1940 K
ni 100000000 sec
TDo 1
CHANNEL 11
NUCH IH
Pl 9.70 usec
PL1 -1.20 dB
SFO1 400.1324710 MHz
F21 - Processing purameters
51 32708
SF 400.1300073 MHz
Wow EM
55B 0
LB 0.30 Hz
GR 0
PC 1.00
N J WL = N . ) -
I | T T T T r N R e e e
10 9 8 7 6 5 4 3 2 1 ppm
i\
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'H-NMR spectrum of 1-Phenyl-N-p-tolyl-14,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (129)
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Cureent Data Farasetees
HAHE —_
R EXFHD FF3 30
neo 7 - 3 FROCRD 1
43z H % 32
i =8 = = hoquisition Paramsters
" 70110131

BC-NMR spectrum of 1-Phenyl-N-p-tolyl-14,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (129)

Acq. Data Name: 1SN0

Internal Sample id: PPS 33 PALANISAMY P (0875 Spec. Recoed Interval: 0 4[5]
Ionization Mode:  ESI Orifical Valt Sweap: 15V Ring Lons Volt: 11[V]
WS Calibration Nevie. +OKUDELNA_ES+ 2000 Acquired miz Range: 50.0.1000.0 Time of Masemum: . 130{min]
Reduction Higtory: Correct Base{S 0%] Avorage{M3[1] 0.124..0.128)
Expariment Date/Time: 172772011 113645 AM Operator Name: admin
Relatwe Intensity 443 19
804
60
40
. I
20
14808
o it : - : — . T T
@0 400 800 B0 1000
mz

Mass spectrum of 1-Phenyl-N-p-tolyl-14,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide 6,6-dioxide (129)
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IR spectrum of N-(2-aminophenyl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-
c]pyrazole-3-carboxamide6,6-dioxide (12h)

PPS-33
- < 0% £52 =
= = L 33 = Current Data Parameters
= - L9y i : = NAME T388. pps-33
\[/ N/ EXPNO 1
Y l PROCNO 1
¥
L F2 - Acquisition Paramelers
Dhate_ 20110725
Time 14.55
INSTRUM spect
PROBHD 5 mm BEI TH/D-
PULPRONG apd0
T 55,
SOLVENT Cheis
NS 16
Ds 2
SWH 12820.513 Hz
FIDRES 0.195625 He
AQ 2.5559540 sec
RG 645
Dw 390,000 usec
| DE 600 usec
TE IM0K
ni 10000000 sec
T 1
CHANNEL 11
NUCH IH
Pl 9.70 usec
PL1 -1.20 dB
SFO1 400,1324710 MHz
F2 - Processing parameters
sl 32768
S5F 400.1300073 MHz
Wow EM
S5B 0
LE 0.30 Hz
R (1]
PC 1.00
T I-___ 7_._JI L Jl' _.l|\ 2 A e eERems e o =
I T T T ¥ I i
10 9 8 7 6 5 4 7 1 ppm

'H-NMR spectrum of N-(2-aminophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-dioxide (12h)
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B3C-NMR spectrum of N-(2-aminophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-dioxide (12h)

a Mamne: 15JUNIS30

ample id- FFS . PALANISAMY P [987%] Spec. Record '1l=l-'\'a- 0.4s)
Mode S| Orifice Vit Swaap: 15V Ring Lens Volt 110]
i, VOMUDELNA_ES+_2000 Acquired m'z Range: 50.0 1000.0 Time af Maximum: 0.130(min]
story. Comrect Base(5.0%] AvarageiMS[1] 0.124,.0,129)
t Date/Time: 1/27/2011 11:35:45 AM Oparator Nama: admin
Relative Intensity
100
a1
80+
50
0
Ml a8
04
420
0 —pe — T T
200 0 aco (1] 000
miz

Mass spectrum of N-(2-aminophenyl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-dioxide (12h)
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IR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide 6,6-dioxide (12i)

PrS-45
Ex] T =
H a = Current Data Parameters
= ] = NAME T3E8. PPS-45
| EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Dhate_ 20110725
Time 14.55
INSTRUM spect
PROBHD 5 mm BBl TH/D-
PULPROG g3l
T 65536
SOLVENT Chels
NS 16
DS i
SWH 12820.513 Hz
FIDRES 0.195625 Hi
AQ 1.5550540 sec
RG 645
Dw 39.000 usec
DE 6.00 usee
TE MO K
ni L0000 sec
TDO 1
CHANNEL 11
NUCH IH
Pl 9.70 usec
PL1 -1.20 dB
SFO1 400,1324710 MHz
F2 - Processing parameters
sl 32768
S5F 400. 1300073 MHz
WDwW EM
55B 0
LB 0.30 Hz
(¢} il
PC 1.00
N AL RPN [ - ks
I - T e e e aaa s T ey e
10 9 8 7 6 5 4 3 2 1 ppm
| r A
le - [ =)
E < |='7 I% rfj

'H-NMR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide 6,6-dioxide (12i)
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B3C-NMR spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide 6,6-dioxide (12i)

14UHIS0
18 PPS 38 PALANISAMY P [5575)
|

rificat Viait Swowp: 19V
00 Acquired miz Rango: 80810000
ge(MS{1] 0.124.0.129)

OKUDELNA_ES

188
B0
L
|
|
40+
|
20
5 0
4 v i
UJ ..... — SEPUIE ——— 7 e ——
200 400 00 800 1000

Mass spectrum of 1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide 6,6-dioxide (12i)
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IR spectrum of N',1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carbohydrazide
6,6-dioxide (12j)

PPE-46
E Z ERFE:7 g Current Data Parameters
2 Li E%E e = NAME, 7588, PPS-46
\|/ EXPNO 1
I".| ¥ PROCNO 1
W
Y F2 - Acquisition Parameters
Dhate_ 20110725
Time 14.55
INSTRUM spect
PROBHD 5 mm BEI TH/D-
PULPROG g3l
T 65536
SOLVENT Chels
NS 16
DS i
SWH 12820.513 Hz
FIDRES 0.195625 Hi
AQ 1.5559540 sec
RG 645
Dw 39.000 usec
DE 6.00 usee
TE MO K
ni L0000 sec
T 1
CHANNEL 11
NUCH IH
Pl 9.70 usec
PL1 -1.20 dB
SFO1 400,1324710 MHz
F21 - Processing parameters
sl 32768
S5F 400. 1300073 MHz
wWDwW EM
SSB
LB 0.30 Hz
(¢} il
l PC 1.00
T —— W V.. N fe— Y
I : [ e s an T
10 9 6 5 4 3 2 1 ppm
]\ )1
2 A
g BE 8
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'H-NMR spectrum of N',1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide 6,6-dioxide (12j)
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BC-NMR spectrum of N',1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide 6,6-dioxide (12j)

115 3% PALANISAMY P [9575) Bpen Recos
Crrifice? Volt Sweep. 16V Ring Lens &
Rarge: 50.0.1000.0 Time al

Op@rator Name: admin

Relatne Intensity
1004

Wz

40

B . — T —F T -
200 400 600 L] 1000
iz

Mass spectrum of N',1-diphenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-
carbohydrazide 6,6-dioxide (12j)
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IR spectrum of N-(1, 5-Dimethyl-3-oxo0-2-phenyl-2,3-dihydro-1H-pyrazol-4-yl)-1-
phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-dioxide

PPS-50
- o = ”
. "] = Current Data Parameters
ot o = NAME TEER. PPN-S0
| | EXPN 1
FROCNO i
F1 - Acquisition Parameters
Date_ 20110728
Time 1458
INSTRUM spect
PROBUD 5 mm BEI 1H/D-
PULPROG g3l
(41 68536
SOLVENT [ eL)
NS 16
DS 2
SWH 12820.513 Hz
FIDKES 0.195625 Hz
AL} 25559540 see
R 648
W 39000 usee
DE 6.00 usec
E M0 K
m LAMHHHNHH) sec
oo 1
e CHANNEL f] s=e——
NUCI 1H
Fl 9.70 usex
PL1 -1.20 dB
SFO1 4001324710 MHz
F2 - Processing parameters
sl 21768
SF 4001300073 MHz
wDw EM
S5B o
LB 0.30 Hz
GB 0
i P 1.00
|
|
1mn 9 8 [ > ppm
fat
£l

'H-NMR spectrum of N-(1, 5-Dimethyl-3-oxo0-2-phenyl-2,3-dihydro-1H-pyrazol-4-
yl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-
dioxide (12k)
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BC-NMR spectrum of N-(1, 5-Dimethyl-3-oxo-2-phenyl-2,3-dihydro-1H-pyrazol-4-
yl)-1-phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-
dioxide (12k)

Mass spectrum of N-(1, 5-Dimethyl-3-oxo-2-phenyl-2,3-dihydro-1H-pyrazol-4-yl)-1-
phenyl-4,5-dihydro-1H-[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-dioxide
(12k)
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IR spectrum of N-(1,3-benzothiazol-2-yl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-dioxide (12l)

PPS-43

0000

Current Data Parameters
NAME 7388 PPS-43
EXPNO 1
PROCNO 1

r 7.686

F2 - Acquisition Parameters
Dhate_ 20110725

Time 14.55
INSTRUM spect
PROBHD 5 mm BBI TH/D-
PULPROG g3l

™ 65536
SOLVENT cnes
NS 16

DS i

SWH 12520513 Ha

FIDRES 0.195625 He

AQ 25559540 sec

RG 645

bw 390,000 usec

DE 6.00 usee

TE M0 K

ni L0000 sec

T 1
CHANNEL 11

NUCH IH

Pl 9.70 usec

PL1 1.20 dB

SFOI  400.1324710 MHz
F21 - Processing parameters
si 768

SF 400.1300073 MHz
WDwW EM

0
LB 0.30 Hz
i 0

‘ | PC 100

10 9 8 q 6 5 4 3 2 1 ppm

'H-NMR spectrum of N-(1,3-benzothiazol-2-yl)-1-phenyl-4,5-dihydro-1H-
[1]benzothiepino[5,4-c]pyrazole-3-carboxamide6,6-dioxide (12l)
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