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5.0 4.5
f1 (ppm)
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% Tranzmittance

160.60

—149.36
140.92

J
i
\

136.00

134.92

134.37

134.10
132.35

130.33

127.07

125.70

125.63

Cl

Parameter

Cl Title
Comment
Origin
N Site
Spectrometer
Author

@ N bW

9 Sdvent
10 Temperature
11 Puse Sequence
12 Mumber of Scans
13 Recelver Gain
14 Relaxation Delay
15 Puise Wicth
16 Acausition Time
17 Acasition Cate
18 Madification Date:
19 Spectrometer
Frequency

Value

DS 1Q
DS mQc

Bruker BioSpin GmbH
R

Spect

€oci3

233

2gpg3n

502

3640

20000

98000

10912
2014-11- 21T 10:28:58
2014-11-20T11:24:20
12576

20 Seectral Wiath 300300
21 Lowest Frequency  -MB7
22 Nuckes 13
23 Acouired Size 2768

1! ] 24 Spectral Size 6553
I
[
T T T ¥ T L T ¥ T T * T T ' T r T s T ¥ T T
170 160 150 140 130 120 100 70 50 40 30 20 10

3500

344817

90
f1 (ppm)

Wavenumbe's (smel)

1€41.95

15€5.37

1500

mMmaeT

100C f=uli]
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11)1,8-dichlorodibenzo|b,f][1,4]thiazepine 3k

= AN EgaMNSS
] HRRRANdAAA
T w\ Lt o Parameter Value
2 Title 16055115
3 Comment singe_puise
N= 4 Origin 0L
Cl 5 Owner
6 Ste
7 Spectrometer N ECXA00TE
g Auhor dita
g Sovent
for) oo o o
e 8 &8a 8 8 ad 2 8
~ N~ NN N~ NN 10;Tempeces
‘ 1 ‘ 11 Puise Sequence

13 Receiver Gain

15 Puse Wicth

16 Acasition Tim

17 Acquisition Gate

12 Mumber of Scans 36

14 Relaation Delay 20000

38750
e 2189

2014-10-16T 15:01:21

) < - R
M a mn ™ 18 Modfication Dete 2014 10-16T 15:02:34
T T T T T T — T 19 Seectrameter w78
734 733 732 7.31 7.30 7.29 713 712 7.11 7.10 Frepercy
f1 (ppm) 1 (ppm) 20 Spectrdl Widh 75030
21 Lowest Frequency -17526
22 Mclas H
1
|
I
L Il
| e
[=2 O T+ T M
=1 M m
- s Rk
T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.0 4.0 35 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
5 § RYEREINNING — -
- =] NuUuEmmnoaoow
) - TMommmmma oo
— - v v v v v e v v v e S 2 Title =
I IR R e c 3 Commne oss n5e
N 4 Origin Brokes BioSpin Gt
5 Owner IR
Cl 6 Ste
7 Spectomater St
8 Author
9 sovent oo
10 Temperatue 6
11 Pise Sequence zgpg®
12 Mumber of Scars 137
13 Receiver Gain 3640
14 Relavation Delay 20000
15 Rise Width 2500
16 Acquisition Time 1m12
17 Acqusiion Date  2004-11-20T13:25:31
18 Madification Date 2014-11-21T14:01: 54
1 19 Spectrometer 12576
Freuency
0 Spectral Wdh 30300
21 Lowest Frequency 24097
2 ndes 1x
Daqieisze 32768
| 24 Spectral Size 65536
j . .. N —
T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 80 70 60 50 40 30 20 10

90
f1 (ppm)
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I
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3~ g
81184
o s L 809 34
1573 143543753
29278 1495.4 781.8
3000 2500 2000 500450
cm-1
Name Description
> Sample 001 By PEService Date Friday, Octo,
.
1) 10-(2-phenylacetyl)-N-(2,3,3-trimethylbutan-2-yl)-10,11
N . . . .
dihydrodibenzo[b,f][1,4]thiazepine-11-carboxamide 6a
deNngay q & 8 8 B[ e Vae
NININNN w [ia} — [=] [=}
R S el | [
2 Title DSS-ILA3
3 Comment 5
S 4 Origin Bruker BioSin GmbH
5 Owner R
6 Site
7 Spectrometer  Spect
N 8 Author
O 9 Solvent coci3
10 Temperature 2980
d"N 11 Pulse Sequence  zg30
f 12 Number of 16
iy
13 Receiver Gain 2050
14 Relaxation Delay 1.0000
aga Koo B nE 15 puse With 95000
ik Uil (i Ly 16 Acquisition 31719
S IS \/ \ Time
17 Acquisition Date 2014-04-25T13:35:44
| 18 Modification 2014-0425T13:35:5
Date
19 Spectrometer 5003
Frequency
| 20 Spectral Width  10330.6
| A 21 Lowest -20903
I Frequency
22 Nucleus 1H
N I}7 \‘———J I\IL— 23 Acquired Size 32768
o, OI 24 Spectral Sze 65536
T T T T
7.35 7.15 7.05
f1 (ppm)
| 1 |
LA
A i oy gl i B n
Levns = 2 g 828
MmO
Ao — — o~ Moo
T T T T T T T T T T T T T T T
5 7.0 6.5 5.5 5.0 45 4.0 35 3.0 2.0 15 1 0.5 0.0 -0.5
f1 (ppm)
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5 oA ATRRAIRNEABY 5 20 N Ngo
E tg Eg%ﬂ%ﬁﬁﬁga g E.m g SQR 2 Tith DSS 11 A3
b RnknRnRnknRknknRninl te
I [ Vi S5 |3 conmet ossue
4 Origin Bruker BicSpin
GmbH
S 5 Owner R
6 Ste
7 Spactrometer Spect.
N o \ 8 Author
9 Sovert coci3
oHM 10 Temperatwe 2952
11 Puse Sequence  2gpg30
12 Number of m
Scans
13 Receiver Gain 5790
14 Relaxation Delay 2.0000
15 Puse Width 9.8000
16 Acqusition 10912
g Time
I 17 Acqusition Date 2014-11-20T14:5
7:07
18 Modification 2014-11-20T15:3
Date
19 Spectrameter 1576
Frequency
20 Spectral With 300300
21 Lowest -4397
1 | Frequency
I I 5 Iy 2 Nocleus 1
! 23 hoqiired Size 32768
24 Sectral Sze 65536
| A
1 |
Ll [ .
¥ " " Y
T T T T T T T T T T T T T T T T T 1
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)
45
40
35
30
I
26
s
= 30663 280 700.64
20
o 773.93
. 2957.9 iy S
- 15508 1389.5 14775
1648.5
5
b 1644 6
4000 3500 3000 2500 2000 1500 1000 500450
cm-1
Mame Description
»——DSSs- 1431 Sample 001 By PESenvice Date Friday, Octo..




2) N-(tert-butyl)-10-(4-chlorobenzoyl)-10,11-dihydrodibenzo[b,f][1,4]thiazepine-11

carboxamide 6b

CT\I\U'}OOOQ\DOQ\OO\DWTMNN\DN\DSNNON < o Parameter Vale
FTTLTAMNAAMAANRNNANNNATTODSSRR X N &
NENENNNENENNNNNNNNNNNNNNY OO Cel =) ¥
RN N N N A
L e 2 Tite 30_DBSHIAT
3 Comment single_pulse
4 Origin JEOL
5 Owner
H 6 Ste
s N 7 Spectrometer  INM-ECX400LL
8 Author delta
9 Solvent
O 10 Temperature
oo o
g3e  #3gspERRtony e 3 gza 48 ] =0 1.
11T Sp RMREERER § bRy A e
Scans.
13 Receiver Gain
14 Relaxation 20000
Delay
cl 15 Pulse Wicth 38750
| 1 16 Acquisition 21837
Time
| 17 Acquisition  2014-10-30T18
Date 58:41
18 Modification 2014-10-30T18
1 Date 159:54
19 Spectrometer %978
| Frequency
1 ! )\ T S il L 20 Spectral Width 75030
T \/‘k___/ | = g | T I 21 Lowest 17478
o 3] ~ — — ~
g o < — — o o Frequency
Al ol o o) = = o 22 Nucleus H
T T T T T T T T T T T T T T T
750 745 740 735 730 725 720 715 710 705 700 695 690 6.85 6.80 i s,
f1 (ppm) 24 Spectral Size 32768
e ! il
a [sa) o
® & =
o \o] (o2}
T T T T T T T T T T T T T
6.0 5.5 5.0 4.5 4 35 3.0 2.5 2.0 15 1.0 0.5 0.0
f1 (ppm)
Parameter Value
<+ @ ML 8RYRPLINNINYY
L3 e €2 ch e T (3 N0 B B Y01 O 0 = o 0
o Y] AYmaina = gglode s £ % =
QO O TMOMMMmEOoMmMmMmAaNANNANNAN ~m — ® |2 Title DSS- 11 A7
- - IR JHA JE JLE S S S D D (A R D R © in ~
|1 | S ettt e —— | |3 comment DSS- 11 A7
4 Origin Bruker BioSpin
S GmbH
5 Owner IR
6 Site
N 7 Spectrometer  Spect
8 Author
Cl
9 Solvent coci3
OHN 10 Temperature ~ 295.3
11 Pulse Sequence zgpg30
12 Number of 340
Scans
13 Receiver Gain 3640
14 Relaxation 2.0000
Delay
15 Pulse Width 9.8000
16 Acquisition Time 1.0912
17 Acquisition 2014-11-20T14
Date :34:20
18 Modiffication 2014-11-20T15
Date :21:10
19 Spectrometer  125.76
Frequency
20 Spectral Width  30030.0
21 Lowest -2439.7
Frequency
22 Nucleus 13C
23 Acquired Size 32768
| 24 Spectral Size 65536
| 'l )
T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 80 70 60 50 40 30 20 10 0

90
f1 (ppm)
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3
30
2
=
& 2 2870
/
15 3060
o 485 64
2969 6
10 2957.9 1542 A
1380'7 e i \ 598.04
5 1627 1152 67133
s 754
B i 1685 B e T322.1 73168
4000 3500 3000 2500 . 2000 1500 1000 500450
cm-
Name Description
> DSs-T A7 1 Sample 001 By PEService Date Friday, Octo...
. . . .
3) 10-(4-chlorobenzoyl)-N-cyclohexyl-10,11-dihydrodibenzo[b,f][1,4]thiazepine-11-
.
carboxamide 6¢
TeR8RR8ARN820T583a8 & g BREETRRIECESRERIBRBRA
NNNNRNNNNNNNNERNN G 66 " o g S S i A SR S Qs = g e e - -
PAREREALNNNNEDSRIRENNINS & - | L et 2 P 2 S S T2 S
Q Parameter Value
o O 2 Title 30_DSS-LIA9
HN }_@7& 3 Comment single_puse
4 Orign JEOL
N 5 ner
6 fSte
s / 7] Spectronfeter  INM-ECX400IT
Autt delta
9 Solvent
10 Temperature
SE mEoE mag 0 Rew soe 585 1
NI NN NN NS NSNS O Vv 12 Number o 16
T Y N SN N T [ scans
13 Receiver Gain
14 Relaxation 20000
Delay
| | i | 15 Puise Width 38750
16 Acquisiion 21837
Time
\ 17 Acquisition  2014-10-30T18
[ 1 Date :24:10
ol < o CL \_/\{\‘u?‘;\\ 18 Modification  2014-10-30T18
~— ~ — (%) o Date :25:24
LA e e e I L L e S e s e e L p S i e S e B 19?&ctrmae(399.78
745 740 7.35 730 725 7.20 715 710 7.05 7.00 6.90 werey
20 Spectral Width 7503.0
f1 (ppm)
21 Lowest -17526
Frequency
22 Nucleus H
23 Acquired Size 16384
24 Spectral Sze 32768
1
A J\ 1
L R e, gt
o ™ ONNLWL O
o o~ FTNONTF A
— — A A
T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 25 2.0 15 1.0 0.5 0.0
f1 (ppm)

22



—169.46
~—~166.38

NLOOINLOCQONEHADNOND N
orm N il D 0.0 Bes: e i = o N
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R
Qo
HN '> Cl
S

Parameter

Title
Comment

B woN

Origin

Owner

Site
Spectrometer
Author

Solvent

10 Temperature

11 Pulse Sequence

12 Number of
Scans

13 Receiver Gain

14 Relaxation
Delay

15 Pulse Width

16 Acquisition Time

17 Acquisition
Date

18 Modification
Date

19 Spectrometer
Frequency

20 Spectral Width

21 Lowest
Frequency

22 Nucleus

23 Acquired Size

24 Spectral Size

v ® N o

Value

DSS- IT A9
DSs- 11 C5a

Bruker BioSpin
GmbH

IITR

Spect

CcDCi3
295.3
2g9pg30
350

3640
2.0000

9.8000

1.0912
2014-11-20T14
:09:24
2014-11-20T14
:56:58

125.76

30030.0
-2439.7

13C
32768
65536

180

170

160

T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20
f1 (ppm)

-10

9T

30745 846.23 [

10158
1196.2

e 13814 S

e 153051477 9
1320
13375

16709 35504

82204 | 649360645

74388

486.55
550.89

4000

3500 3000 2500 2000 1500 1000
cm-1

500450

Name

Description

>

DS5_lIa9_1

Sample 001 By PEService Date Friday, Octo..
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4) 10-(4-cyanobenzoyl)-NV-(2,6-dimethylphenyl)-10,11-
dihydrodibenzolb,f][1,4]thiazepine-11-carboxamide 6d

0w O ony ol
STHRLREABLALLGEEII A i Perameter value
PRl I B G BT b by BB O B0 0D 100 i

W | | 2 Tite 7_DSSIIAL0
3 Commet  singe puse
4 Orign JEOL
5 Owrer
6 Ste
7 Spectrometer INM-ECX400T
8 Autor delta
9 Sovent
/ 10 Temperature
FHRIE 8RB AH ey 2 IN8ER & 3 11, Rise
NNNNN NNNANN NSNS ~ NNNGSO © o Sequence
as BERR N | AN [ 12 Namber ot 16
Scans
. / - 13 Receiver Gain
14 Relwation 20000
Delay
15 Puse Width 38750
16 Acqusition 21837
Time
17 Acquisition  2014-11-07T18:38:54
Date.
18 Modification  2014-11-07T18:40:07
Date.
19 Spectrameter 39978
Frequency
a g o @ o 20 ma\ 75030
@ @ S I S
R . —al . . PN . e i 91 Lowest 17526
T T T T T T T T T T T T T T T Frequency
755 750 745 740 735 730 725 720 715 710 705 700 695 6.90 6.85 53 Nucleus H
f1 (ppm) )
23 Acquired Size 16384
| 24 Spectral Size 32768
@
@
I
T T T T T T T T T T T T T T
9.0 8.5 8.0 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.0 0.5
f1 (ppm)
wn m ~ ~ Paramets val
8 FAZRRGAFTANERBIBSE 8 = . o o
5 1 A Ml OG0 000N WE M 1 g
- - R Rl R AR e e S R R e ] o - 2 Tie 055 11 ALD
] iy e | ] i
— T T ue
3 Comment 055 11 A1D
o
g 4 orgn ke Bicsin
GmbH
5 Owner TR
6 Ste
N 7 Spectrometer et
0 8 Author
NC @N 9 Solvert oo
10 Temperatue  298.1
11 Rulse a0
Sequence.
12 Number of b1
Sas
13 Receiver Gain 3640
14 Relaxation 20000
Delay
15 Rulse Width ~ 9.8000
16 Acquisition w12
17 Acquisition 201412 18T17
Date 17
18 Modfication  2014-12-18T17
Oate se2
19 Spectrometer 12576
freguerey
20 Spectral Width 30030.0
21 Lowest -249.7
Freuercy
2 Nudeus nc
2 Acquired Sze 32768
2 ol Ste 65%

T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20
f1 (ppm)

10 0

-10
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% Transir i
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8
coaly il

10—2
o2 5 g o
] ] A
S 3 E
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AU dalu ETT) 2500 2000 R IUN(E) suul
WWavanuribers icr-1)
.
5) 10-(4-chlorobenzoyl)-N-(2,6-dimethylphenyl)-10,11-
dihydrodibenzo[b,f][1,4]thiazepine-11-carboxamide 6e
sgessmmEsE e RRAT 3 r=—
NENENNNNNNNNNNOOOY O S -
e ienipio 2 |
2 Title 7_DSSLIALL
3 Comment single_pulse
4 Orign EOL
N 5 Owner
O 6 ste
7 Spectrometer  INM-ECX400I
Cl @iN onmer
9 Solvent
10 Temperature
11 Pulse Sequence
12 Number of 6
Scans.
13 Receiver Gain
14 Relaxation 20000
Delay
ffﬁ ??ﬁ?if § % 15 Puse Width 38750
16 Acc iti 21837
* Y I o
| 17 Acquisition 2014-11-07T18:
Cate 3
18 Modification 2014-11-07T18:
Date 45:01
! 19 Spectrometer 39978
Frequency
20 Spectral Width  7503.0
A 21 Lowest 17526
Frequency
8. ) IL S AV AI OI . 22 Nuclews H
: . . . : o N S 2 requred Sze 1604
7.50 7.45 7.40 7.35 7.30 ’ T i ¥ T i 24 Spectral Sze 32768
f1 (ppm) 715 710 705 700 695 690
f1 (ppm)
el i )
R, T
coTonNNO o)
Sam-aONS O o
MmMo-aomonao O wn
T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0
f1 (ppm)
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Y | ransmitiance

N RNORMOM-T@—M0EEININNN— QL0
nnmmMmMoOaT NONMAOWOAN—SNIDAN —~ 1R O
S NS TEH NN NNNS AR B BD DN G
O OFmMMmMMmMmmMmMmeaomMmmOAaAaaNNAAAaANNNN
TTvﬂv—(v—(v—(v—(v—(v—(v—(v—(v—(v—(v—(v—(v—(v—(v—(v—(ﬁv—(v—(

|
|

63.02

17.93

Parameter

Title

Comment

4 Origin

5 Owner
6 Site

7 Spectromete
r

8 Author

9 Solvent

10 Temperature

11 Puse

e

12 Number of
Scans,

13 Receiver
Gain

14 Relaxation
Delay

15 Pulse Wicth

16 Acquisition
ime

17 Acquisition
Date

18 Modification
Date

19 Spectromete.
r Frequency

2 Spectral
Width

21 Lowest
Frequency

2 Ncles

B Acquired
Size

24 Spectral Size

Value

DSS AL
13C

DSS- I ALL
13C

Briker

Biospin
GmbH

TR

Spect

coa3
280
29pg%0

525
5160
20000

98000
10912

01412247
112:12
201412247
15:38:12
12576
200300

24397

13C
32768

32768

T
180 170 160 150 140 130 120 110 100 20 80
f1 (ppm)

6O

&0

2330 99

40

a0

20

463.03

-10

IS
=]

4300 =m 3000 2570 200
Wanenumrbers (cm-1]

1641.21%

1500

134307

1002

755.62

84381
£2/.89

500

0 -10
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6) 10-benzoyl-N-(2,6-dimethylphenyl)-10,11-dihydrodibenzo(b,f][1,4]thiazepine-11-
carboxamide 6f

9 0 © O = o in

JIFAARNEEER & el Parameter Vale

NNNNNNY®O OO OO o 1 oxarle of Users/

bt | 2 | 5 Name Debesmita/ Desktop/
NMR DATA/ 27_DSS-
TIAL2 Proton-1-1jdf

Title 27_DSSTIAL3
Commert  single_puse

Origin xOL

Spectrometer  INM-ECX40011

EELE
=
PR
g e
g

L Author delta
o - M#N MmN O 0N
Rl LAY e oy ool o o 9 feHivent
N~ LBl Y L D DN N D D
7 N VNI W 4 Y 10w
11 Puse
Sequence.

12 Mmberof 16
Scans.

13 Receiver Gain
14 Relaxation 20000
Delay

15 Puse Wickh 38750

16 Acqusition 21837
Time

17 Acquisition 2014 11-27T17:00: 10
Date

LE ,L T T A T 18 Modification 2014 11-27T17:01:22
— n < — ~ n Date
T . A — i : . . — . N o o ol 19 Spectrometer 3978
7.55 7.50 7.45 7.40 7.35 7.30 L B e e A A A s
f1 (ppm) 720 715 710 705 7.00 695 6.90 20 Spectral Width 7503.0
f1 (ppm) 21 Lowest -17526
Frequency
22 Niclews H
23 Acquired Size 16334
24 Spectral Size 32768
|
Lot AT S e e ) i
SONT A 38
SoBAmMSNG S
maNaNmAan NS 0]
T t T T T T T T T T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 L5 1.0 0.5 0.0
f1 (ppm)
n o QLVUMAT—FTDOINNBOOVMNMA AN D
2 by L e ol oA ol cLel sl I (vl wl g S A0, -] © Porameter  Valus
[<JNNT:] UG g gl o NN Y o =
N © TOMOOMMOMOMNOANNNNNNNNN o« @
T o sl sbptiet w sst el v e mLel v Bl s v T 5 Tie it
Lo I~ ARCI3
3 Comment DSS-I1A12
3
3 4 Orign  Bruer
BioSpin
GmbH
I 5 Owner 1ITR
0 6 Ste
7 Spectromet Spect
HM «
g Adthor
9 Solert  CDCI3
10 Temperatur 2080
e
11 Puse 20030
Sequence
12 Nmber of 252
Scans.
13 Receiver 3250
Gain
14 Relaxation  2.0000
Delay
15 Puise Width 9.8000
16 Acquision 1.0912
Time
17 Acquisition  2015-01-08T
Date. 14:24.40
18 Modfication 2015-01-08T
Date 143254
19 Spectromet 12576
e
! Frequency
20 Spectral - 30030.0
Width
21 Lowest 24397
Frequency
22 Mces  13C
23 Acquired 32768
1 Size
| ! 24 Spctral  655%
I J Size
| !
T T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 70 60 50 40 30 20 10 0
f1 (ppm)
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% | Tansmicance
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Wawewmters (?m'll
.
7) N-(2, 6-dimethylphenyl)-10-(2-phenylacetyl)-10, 11-
dihydrodibenzolb,f][1,4]thiazepine-11-carboxamide 6g
ARZAYIRELIITIALANANLANRAALLBTLARERREE 17 Tomer
NIENANARNNANNNNNANNRNAENNNNANNNSNENANNNNNNNNNOOUY OO OO ~Mm M —
R G e S e e DR e 15 |
5 2 Title 2 DSSIALS
Q’ 3 Cpmment single_pulse
4 Orgn EoL
N 5 Cuner
(]_lN 0 6 Yte
7 Spectrometer INM-ECX4001
g Author delta
il 1 o b
ga30 2/E Y 288 10 Tommwate
NNKRN 0899 [tV
s
e TN A t1.hke Seses
/ 12 Number of Scans 16
13 Receiver Gain
14 Relation Delay 20000
15 Puse Width 38750
16 Acquisition Time 21837
17 Acquisition Date  2014-11-26T21:28:17
18 Modfication Date  2014-11-26T21:29:29
19 Spectrometer 39978
l ! & g ) b Freamy
T T T + T ~— r-, . i . . PRy . 20 Spectral Width 7503.0
7.40 7.35 7.30 7.20 21 Lowesf Frequency 17526
7.05 7.00 6.95 6.90 6.85
f1 (ppm) f1 (ppm) 22 Nucled H
23 Acquirkd Size 16384
24 Spectipl Size 32768
I
1 1
1
IR T | 71 |
) A A L di
e n S e & &
38R — N0 S — 3 S S]
THAANANANAm S o~ ©o
T T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0

5.0 4.5
f1 (ppm)
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Parameter Value
Q N RNTNRYRLRBRLI TN Y
0 COMONTOXOINT OT O ™M =N~ e wn o
= = . } i
R BFAINLANANNRRARAAIRERE o = R |2 e 0S5 11 A13
— o o o o o o v o o o o o o o e i < —
| ] bkt | | el —d— | | 3 Comment DSS I1A13
<
4 Orign Bruker
s BioSpin
GmbH
5 Owner R
6 Ste
N 7 Spectromete Spect
r
(@] g Author
OO NN NRBBFTRR Q LI[INSOLR L ®IN
1A Py X QDL F L N IO m g N 9 Sovemt  CDC3
N F dncdaadd S gogowldN O
aaaa ao9ong 9 gNagoNy o 10 Temperature 2938
ST NS T Nl e 0
Sequence
12 Number of 418
Scans
13 Receiver 3640
Gain
14 Relaxation 20000
Delay
15 Rulse Width  9.8000
16 Acquisition  1.0912
Time
17 Acquisition  2014-11-21T
Date 14:15:42
18 Modfication 2014-11-21T
r T T T T T T T T T T T T Date 15:03:03
137 136 135 134 133 132 131 130 129 128 127 126 125 19 Spectromete 12576
1 (ppm) ¥ Frequency
20 Sectral 300300
I Width
21 Lowest -24397
Frequency
22 Nudles  13C
| 273 Acquired 32768
sze
24 Spectral Size 6553
1
| Jl |
.

% Transmitance

T T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 % 80 70 60 50 40 30 20 10 0
f1 (ppm)

3414 95
1663 60
141248
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3500 Jooo 2500 2000 1610 1000 i)
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8) N-(2,6-dimethylphenyl)-10-(4-nitrobenzoyl)-10,11-
dihydrodibenzo[b,f][1,4]thiazepine-11-carboxamide 6h

o o
8T QEBIQOLLH g —
© NN NNNNNO© O kit arameter falue
o Wt | [+ 1 Data file Name C:/ Users/ Debasmita/
Desktop/ NMR DATA/
bruker/ bruker
17-12-2014/ D8S- 1T
N AL5 30/ fid
2 Title DSS- 1T A1S
O 3 Commert DSS- I A15
OzM N 4 Orign Bruker BioSin GmbH
5 Owner TR
6 Ste
7 Spectrometer  Spect
/ j’ 8 Author
9 Solvert coa3
10 Temperature  298.0
11 Pulse Sequence 230
s 12 Number of 16
Scars
22 R QTN Q0 ann~w© ag g
T 28 Anon TREAR AREE REg 83 13 e i 612
AN RN Sy ) [ T Reae oo
_ s e o Delay
| b 15 Pulse Width  14.9000
| 16 Acquisition 31719
| Time.
1 17 Acquisition 2014-12-17T15:02:55
| | Date
| 18 Modfication  2014-12-17T15:03:04
Date.
| ; ; ; ) - A 19 Spectrometer  500.13
ol b L EIgE /AGEN SN - T T Frequeney
- o~ [«)] — o o om o 20 Spectral Width 103306
T 2l T T T T T T T T T T i T T 21 Lowest 20887
3 8.04 7.60 755 750 745 740 735 720 745 710 705 700 6.95 6.90 e
1 (ppm) f1 (ppm) f1 (ppm) 22 Nucleus H
23 Accpired Size 32768
24 Spectral Size 65536
[l
a
—
[t}
T T T T T T T T T T T T T
6.0 5.5 5.0 45 4 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
o @ ARNNLROUONITONRYEaTg N
e W A0 000y Sy DIOnG 0 M 1190) G0, 6] G =
o0 10 Sed NN A ONG MM i =
0w TSmO NNNNNNNN [} @K Rerpmeter Vaig:
- LARLFRLIR L i A Jt R S LD B D 0 R0 S D © -
|1 | SN SNttt el 1 Data File Name Cif Users/ Debasmita/
Desktop/ NMR DATA/
16055
TIA15_Carbon-1-1jdf
2 Title 16_DSSTIALS
S 3 Comment single puise decoupled
gated NOE
4 Origin JOL
N 5 Owner
0 6 Ste
OZN BN 7 Spactrometer  INM-ECC400IL
8 Author delta
9 Solvent
10 Temperature
11 Pulse Sequence
12 Number of 3000
Scans
13 Receiver Gain
14 Relaxation Delay 2.0000
15 Puse Width 92500
16 Acquisition 10433
Time
17 Acquisition Date 2014-12-16T22:26:30
18 Modfication  2014-12-17T00:58:55
Date
19 Spectrometer  100:53
Frequency
20 Spectral Width 314070
21 Lowest -5651.0
Frequency
22 Nuclets e
23 Acquired Size 32768
24 Spectral Size 65536
|
1 |
I J
|
1 |
T T T T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10 -20
f1 (ppm)
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L ~DEE IATS
1 Man Dec 22 16:42.49 201 4 (GMT+15:30)

340742

3500 3000

2500

2000

Wavenumbers (cm-1)

1686.99
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1500
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1000

721.75
650.20

75244
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9) N-cyclohexyl-10-(4-nitrobenzoyl)-10,11-dihydrodibenzo[b,f][1,4]thiazepine-11-

carboxamide 6i

—~8.03

— —~8.04

@
o

5.16

695

™~-6.94

—6.85

8.05
1 (ppm)

74

145

3.45

1.43
1.37

N

.23+

N}
o

A1

T
1.0 09 0.8 07

f1 (ppm)

0.6 0.5

1.23

Parameter Value
Title DSS- 11 A16
3 Comment 0SS 11A16
4 Oiigin Bruker
BioSpin
‘GmbH
5 Owner R
6 Ste

7 Spectromete Spect
&

8 Author
9
10 Temperature 2980

2630

Solvent  CDCI3

11 Pulse
Sequence.

12 Mumberof 16
Scars

13 Receiver 724

Gain
14 Relaxation 10000
Delay

15 Pulse Wicth 149000

16 Acquisition  3.1719

17 Acquisition 2014 12-17T
Date 15:47:41

18 Modification 2014-12-17T
Dot 47

19 Spectromete 50013
T Frequency

20 Spectral 10306
Width

21 Lowest
Frequency

-20883

H
32768

22 Nucles

23 Acquired
Size

D4 Spectral 65536
Size

®© |2.083

=)

4.5 4.0
f1 (ppm)

7234

31



- NN YT Do NM oaNan
m o PHEAIRFTARNRIIRNBN o B nogax Parameter Value
w9 9 BE NS ageddg A 2 Il R .
© © FTEITTommomomOadNdNANN ] =) N on 1 DatafileName C:/ Users/ DELL
- R R R R R e IR R e I e © < DN ENEN] PC/ Desktop/
V! NN S bt — RN i o)
paper 3/ DSS- 11
A 16 13¢/ 10/
pdata/ 1/ 1r
2 Tite 0S5 1A 16
S 13
Comment 0S5 11 A6 13C
4 Orign Bruker Biospin
N GmbH
O;N 0 5 Owner TR
N 6 Ste
7 Spectrometer  Spect
8 Author
g Solvent coci3

10 Temperatue 2980

11 Pulse Sequence  2gpg30
12 Number of 691
Scans

13 Receiver Gain 3250
14 Relaxation Delay 2.0000
15 Puse Width ~ 9.8000
16 Acquisition Time 1.0912

17 Acquisition Date 2014-12-24T14:2
7:04
18 Modfication  2014-12-24T15:0
Date :
19 Spectrometer 12576
Frequency

¥
20 Spectral Width 300300

21 Lowest 24397
Frequency
22 Nucles 13

23 Acquired Sze 32768
24 Spectral Sze 37768

T T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)

~DSS IIA16
Maon Dec 22 17:01:05 2014 (GMT+05:30)

=
=
@
=
@

343097
156089
141282

3500 3000 2600 2000 1500 1000 500

Wavenumbers (cm-1)
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10) N-(tert-butyl)-10-(3,5-dinitrobenzoyl)-10,11-dihydrodibenzo|b,f][1,4]thiazepine-11-

carboxamide 6j

S5m0 3LNRINAIIANRIREES888R = 2 Prameter  Value
WWWWBNMNNNNNNNNNNNNNNNNNOG 3] s |1
NP S NSRS IR R AP
A = 2 Title D55 11 AZD
3 Comment D6S 11 A0
4 Origin Bruker
BioSpin
GnbH
0,N 5 Owner TR
6 Ste
7 Spectromete Spect
v
8 Author
| ’ / / ” [ / O 9 Solvent  CDCI3
i SRR S S e 10 Temperature 2962
1 0 1 19 Mmmmnon® o o =i e Qe O 11 Puse 2930
M m NN NS NN N NN B b= B NS SN ‘Sequence
5 & o o //\\ NYd 2 o7 ‘,,\' 12 Number f 16
© o w @ © e Scans.
_\I//__ | 13 Receiver 1440
Gain
| 14 Relaxation 10000
1 Delay
15 Pulse Width 149000
16 Acquisition 31719
Time
17 Acquisition  2015-01-02T
'|\ - yi |.r|1 uI: N’ ,_" clo . Date 2427
a (=] — o ) = Q 18 Modification  2015-01-02T
B e | T — T ST T T T t Date a7
8.91 8.64 863 862 756  7.53 735 7.32 720 715 710  7.05 1D padiomets 013
f1 (ppm) f1 (ppm) f1 (ppm) f1 (ppm) f1 (ppm) ey
20 Spectral 10306
‘Width
20 Lowest 20900
Frequency
2 Nuclews 1H
2 Aoquired 32768
size
24 Spectral Size 65536
|
| ' | |
A L 1
yot L i Iy
NN NN W — oo — o
o o N O O o S
=] N A A — a
T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
3 & TREBR2AKLH: I © © P e
15 19 ~ o olgg g B N & 0 <
© © < MONNNNN A < — @
Y T RRLLa E % i
2 Tite DSS- 11 AX0 C13
3 Comment DSS- 11 AX0 €13
4 Orign Bruker BioSpin GmbH
© M ANHOANL = OO O DO ~ Q/S 5 Owner TR
N S QI MO0 BN U0 M o o
N O wMmAANAN—O OGO W W N o 6 Ste
< T Mmoo mANANNAAN -
~ DL Rk [t S0 Jut I [ [ g I | —
DT e T Oz N Suila
g Author
0
! N 9 Solvert coai3
10 Temperature 2980
| 4 11 Pulse Sequence  zgog30
\ o,
| 12 Number of 565
e - i
u 13 Receiver Gain 2890
14 Relaxation Delay 2.0000
15 Puse With  9.8000
¥ T T T T T L T X T ' T 16 Acquisition Time 1.0912
145 140 135 130 125 120 17 Acquisition Date 2015-01-08TL3:44:33
fL (ppm) 18 Modfication  2015-01-08T14: 1342
Date
19 Spectrometer 12576
Frequency
| 20 Spectral Width 300300
21 Lowest 24397
Frequency
| 22 Nuclews 13C
23 AcqiredSize 32768
T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 80 60 50 40 30 20 10 0

90
f1 (ppm)
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i g
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ADIi_ID 35EIE| ED&lD ZEﬁD ZD&lD 1 EﬁlD 1E|EIE| EDI‘]
Wavenumbers (cm-1)
. . s
11) N-(2,6-dimethylphenyl)-10-(3,5-dinitrobenzoyl)-10,11
. . . . .
dihydrodibenzo|b,f][1,4]thiazepine-11-carboxamide 6k
RSHTE BRIFRD IS R ——
© 00 W W © NNNNNNNNO O oo g —
~ b~ e |
2 Title DSS- 11 A22
3 Comment DS 11A22
OaN N 4 Orign Bruker BioSpin GmbH
0 5 Owner R
GHH 6 Ste
o 7 Spectrometer Spect
N 8 Author
9 Sivert coci3
’ / / [ 10 Temperature 262
11 Pise 2580
cuolal ST %ﬁﬁgg R = - -3 SNAA e
@ o @ @ TRART SofSfEdR BRAS g &
S G Loaed PSR R
| | | 14 Relacation 10000
| ! i Delay
| 15 Rise Width 149000
! I 16 Acquisition 3.1719
Time
17 Acqisition  201501-02712:38:13
}-}\ Date
o Fy T L J T v T \ 18 Modification 201503027 12:38:23
= S a < B B
— T e . - - > 1 19 Spectrometer 50013
8.93 8.64 "o | od | pas T > T T T T Frequency
f1 (ppm) | . - : - 7.10 7.05 7.00 6.95 6.90 20 Spectral Width 103306
f1 (ppm) f1 (ppm) f1 (ppm) f1 (ppm) £1 (pprh) St a6
Frequency
22 Nucles H
23 Acquired Size 32768
24 Spectral Size 65536
i |
| [
|
| JLLLM A .
e i by
o (o2} Nnwmwnowo — M~ o
o a Ao A~ O =]
- MmN AN S o
T T T T T T T T T T T T T T T T T T T
95 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5. 4.0 3.5 3.0 25 2.0 15 1.0 0.5 0.0

0 4.5
f1 (ppm)
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% Transmittance

83 5 &R]RIL=2ET ~ ~ Parammeter [
rags} ~ TR DB S ] @Q
O o < MmN AN AN 1] ~
- ~ o e © -
S | ey e | 2 Tite DSS- 11 A22 C13
3 Commert 055 11 A2 C13
> 4 Orign Bruker Biospin
Gnb
5 Owner TR
6 Ste
) OYOo®@MmWa MmN =N o~
& S S588RSTSHRRNRABNTERE & ON N
N o BEOMONANNLTTORAG A D WS~ =] 7 Sckumdle S
T ¥ MmMomomooMmmmaadNNNNNN~ N 0 8 Author
- —~ I R Sl it g Bt fud Jut B Bh 0 [ A . S -
| | | 5 HM 9 Solvert ferat]
10 Temperatwe 2980
11 Pulse Sequence  2gpg30
) 12 Nmber of 287
Saans
13 Receiver Gain 3250
14 Relaxation Delay 20000
15 Pulse Width 98000
! 16 Acquisition Time 10912
| 17 Acquisition Date 2015-01-08T13:2
|
18 Modfication  2015-01-08T13:3
810
&l 19 Spectrometer 12576
Frequency
20 Spectral Width 300300
T T T T T T T T T T T T T T 21 Lowest -2439.7
150 146 142 138 134 130 126 122 Frequency
1 (ppm) 2 Nces 1c
23 Acqired Sze 32766
2 Spectral Sze  E55%
|
| 1
| |
T T T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 9 70 60 50 40 30 20 10 0 -10
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80
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12) N-(tert-Butyl)-10-(4-chlorobenzoyl)-2-nitro-10,11-
dihydrodibenzo[b,f][1,4]thiazepine-11-carboxamide 6l.

N O — 0 o ~
MTS55 ALhRYeRRRINSIBY 5 —
WWWWWw NNNNNNNNNNNGOGWOGH -
CACSr g SEhERERERERLRE RS e ] |
(- —
O Title 2-dss-11B1
HN > cl Commert single_puise
N Origin JEOL

Spectrometer INM-ECX4001T
Author delta

0N
A

©® N U s W N
-]
ks

I ////{/ /

/’ 10 Temperature
11 Pulse
Sequence
NN 99 wnwgg - [N 12 Number of 16
8% 2883 g g azee B A NN RY HEER B 2800 g8y e
VA FA T - B N VAR AV VAVA I i e
| 14 Relaxation 50000
Delay
e
_— — 1 et 15 Pulse Width 38750
i | | 16 Acquistion 21837
| ! Time
| i ! 17 Acquisition  2014-09-22718:45:13
Date
18 Modfication  2014-09-22T18:47:17
| Date
M ) A 19 Sectrometer 3978
1l I 1 Freweny
P M M 20 Spectral Width 7503.0
R 38 (=4 o [s2) = \_rf': IL ———— u.—l<u e @ 21 Lowest -17526
ol Q 1S3 IS) 3 @ o~ =) 8 i Frequency
b —— — 4 T T TR T T T T ————— 2 Mces
8.15 1 (ppsrhl)o 7.60 7.55 7.50 7.35 7.20 7.1? 7.12 7.08 6.84 23 Acquired Size 16384
f1 (ppm) f1 (ppm) 1 (ppm) f1 (ppm) 24 pectral Sze 3768
|
M A . 1
PR B e e i T
0O O o] o~ o
oS oS @ a S
S = - — oS o
T T T T T T T T T T T T T T T T T T
8.5 8.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 2.5 2.0 15 1.0 0.5 0.0 05 -1.0
f1 (ppm)
N TOMORNMTANNLWY L0V MOLN Parameter Valie
o = Uyl O Wl B 1 e1i00 MY 00PN (01 ¥ = o
a1 BASONYEN SIS A g edwnoal A « o
© © TETFOOMONMNMANNANNN NN ] o -}
-|< T Rl sletatal sintmtet ot stelv) Fint © o [ 2 Title 55 11 B1 13
B e e 3 Comment 0SS 11 B1 13C
4 Origin Bruker BioSpin GnbH
5 Owner TR
6 Ste
7 Spectrometer  Spect
Jr | 8 Author
9 Solvent ci3
Hi 00 10 Temperatre 2980
} Cl 11 Puise Sequence. zgpg30
N 12 Number of 361
Qo Scans
13 Receiver Gain 3250
e} 14 Relaxation 20000
Delay
15 Pulse Wikh 98000
16 Acquisition 10912
Time
17 Acquisition 2014 12-24T15:45:56
| Date
18 Modification 2014-12-24T16:04:00
Date
19 Spectrometer 12576
Frequency
20 Spectral Width 300300
21 Lowest -24397
Frequency
2 Nuclews: 1C
23 Acquired Sze 32768
24 Spectral Sze 32768
|
1
T T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 80 70 60 50 40 30 20 10 0

90
f1 (ppm)



%T

30913 1158
1627 F=—l
el 7854 2
i : 826.7
1056 3
33708 29654 i 12224
5 2924 5 1694.4 9.7 1093.5
3500 3000 2500 2000 1000 500 450
cm-1
Name Description
- Sample D01 By PEService Date Friday, Octo...
.
13) 10-(4-Chlorobenzoyl)-N-cyclohexyl-2-nitro-10,11-
. . . . .
dihydrodibenzo|b,f][1,4]thiazepine-11-carboxamide 6m.
LSS E AN RINANRNSSS 39 3 RANESEE8R
@WWWNNINNNNNNNNNNNN [TelTed ™ YA H0000
Nl it |- et — p% [
Parameter Value
2 Title 16_D6S-11B6a
00 3 CA:anneﬂt single_pulse
% 985 T a s = =
3oz o s
N ite
1 | I;/ d/ 7 Spectrometer  JNM-ECX400I1
| 8 Author delta
9 Solvent
10 Temperatwe
11 Pulse Sequence
S
1S ——— Tl it 12 Number of 1
T T s
> ff '(1p[:)m) 8.05 fl7-50 13 Receiver Gain
fL (ppm) (ppm) 14 Relaxation Delay 2.0000
a NR Bles 888288 L5 lsewiah 35750
L) NN RN~ NRNNNRR 5 2 16 Acquisition Time 2.1837
11 | \ SO A g © 17 Acquisition Date 2014-10-16T15:07:36
/ 18 Modification 2014-10-16T15:08:48
| Date:
19 Spectrometer  39.78
L\ | f I Frequency
M 20 Spectral Width 75030
mtl:', I \,JAL 21 Lowest 17526
S @ Y H — e < Frequency
H : : 3 T 2 Nl H
1% T T - s | T
7.38 2.2 71 210 7.05 6.90 23 Acquired Sze 16384
f1 (ppm) f1 (ppm) f1 (ppm) 2 Spectral Sze 32768
A l
[ Ot i it gt B ik | R
NS MY 9E]RT S o © o o
A0 —H—AANDOH—HO o L i (<)}
Or ArnNoOonNAAH — — <+ O
T T T T T T T T T T T T T T T
8.0 7.5 7.0 6.5 6.0 55 4.0 35 2.0 15 10 0.5 0.0

4.5
f1 (ppm)
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Parameter Value
8 & BBINULSZIIRRKTSR o © NS T
a9 LBOONYN O 0 g9l o0 ® Sl ©o o B ool lnin
o o T mMmnmmmomMAaNNNNANAN o~ @© NN WD T 2 Title DSS- I Bea
— - A A A A A A A =) < MmN
| et ety ke — | NS 3 Comment DSs- 11 B6a
4 QOrigin Bruker
BioSpin GmbH
5 Owner IR
6 Site
7 Spectrometer Spect
00 — 8 Author
HN~¢ >\ < al 9 Solvent cncB
N \ 10 Temperature  295.7
oN 11 Pukse 2gpg30
2 == Sequence
3 / 12 Number of 914
(SN Scans
13 Receiver Gain 5160
14 Relaxation 2.0000
Delay
15 Pulse Width ~ 9.8000
16 Acquisition 1.0912
Time
17 Acquisition 2014-11-20T
Date 13:08:51
18 Modification ~ 2014-11-20T
Date 14:17:33
[ 19 Spectrometer 125.76
Frequency
20 Spectral 30030.0
Width
21 Lowest -2439.7
Frequency
| 22 Nudeus 13C
I 23 Acquired Size 32768
! 24 Spectral Size 65536
fty 1
| Lo i
1 " " "
e i = i et
T T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 60 50 40 30 20 10 0 -10
f1 (ppm)
43,
40+
AN
Kl
254
2855.2
= H
= 20 3316 8454
15 5
30378 l o | s 1057.2
o ) i 7173
: 1483 1089.8
9 16883 ‘ 2“'“ 13352 718
e
3500 3000 2500 2000 1500 1000 500450
cm-1
Name Description
> DS5-IB6 1 Sample 001 By PEService Date Friday, Octo...
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GC Analysis of the reaction between 1a and 2a

SH Cl CuCl/L-Proline
+ R2
R1 NH2 OHC Na+t'BUO-,DMF
1 9 MW (120°C,15 min.)

The above reaction was monitored by GC-MS. After 2 min the GC Chromatogram indicated
the formation of the Schiff base B with mass 245 (retention time: 18.91min.) in maximum

percentage.

DSS-lkd1
100

18.92

6.53

17.10

@ 1799 (11952 2359

R;

s 30-Oct-2014 +12:03:23

Scan EF
TIC
1.60e10

T Time

4.00 6.00 8.00 10.00 12.00 14.00 16.00 18‘.00 20.00 22.00 24.00

T

600 | 2800 3000 3200

, 30-Oct-2014 +12:03:23

DSS-ll kd1 2340 (18.910) Scan El+
2.2569
100 245
108 247
% 69 105 210
209
657075 8] ‘83 919 102 114 139142 164 183 186 \w 218221 24? 28
0 ‘ \‘\/ / | \ \ ‘\ 133 NN \ / 150155 ‘\‘16‘9 177 NIV 201 ( . K miz
T T T T T T T T T T T T T T T T T T
51 01 111 121 131 141 151 161 471 181 191 201 211 221 231 241 = 251
30-Oct-2014 +12:03:23
y :03:
DSS-ll kd1 2340 (18.910) Scan El+
2.25e9
100 A5
108 247
% 69 105 210
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0 248
65| 7075 81 ‘83 919 107 114 139142 183186 \W 213221 j
0 ‘ \‘\/ / | \ \ wl, \ M 133 Ll \ / 150155 16‘4(169 m177 ‘\ 201 ( . K miz
T T T T T T T T T T T T T T T T T T
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