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Supplementary Data:

3,3-dimethyl-2,3.,4,5,10,11-hexahydro-11-[phenyl]-1H-dibenzo[b,e][ 1,4]diazepin-1-one(3a):

Pale green solid
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NAME Carbonl3
EXPNO 2351
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130908
Time .35
INSTRUM spect
PROBED 5 mm Multinuel
PULFROG z9pg30
T 65536
SOLVENT DMS0
NS 500
Ds 4
SWH 40404.039% Hz
FIDRES 0.616517 Hz
AQ 0.8110580 sec
RG 32768
oW 12.375 usec
DE 6.00 usec
TE 300.0 K
Dl 1.00000000 sec
dil 0.03000000 sec
d12 0.00002000 sec
mmmmmm= CHANNEL fl ====s=es
NuC1 13C
Pl 7.50 usec
PL1 -2.00 dB
SFOl 100. 6204965 MHz
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F2 - Processing parameters
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3 CNMR Spectrum

3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(4-nitro)phenyl]-1H-dibenzo[b,e][ 1,4]diazepin-1-

one(3b):

Yellow solid
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Current Data Parameters
NAME IH
EXPNO 1214
PROCNO 1

F2 - Acquisition Parameters
Date 20130731
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FIDRES 0.616517 He
M ©.8110580 sec
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DE 6.00 usec
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3,3-dimethyl-2,3.4,5,10,11-hexahydro-11-[(2-nitro)phenyl]-1H-dibenzo[b,e][ 1 ,4]diazepin-1

one(3c¢):

Orange solid
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3,3-dimethyl-2,3.,4,5,10,11-hexahydro-11-[(3-nitro)phenyl]-1H-dibenzo[b,e][ 1 ,4]diazepin-1-

one(3d):

Pale yellow solid
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Current Data Parameters
NAME T
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F2 - Acquisition Paraneters
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(] [
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AQ 1.4156276 sec
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TE .00 usec
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3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(4-chloro)phenyl]-1H-dibenzo[b,e][ 1,4]diazepin-

1-one(3e):

Pale green solid
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PL1 -6.00 dB
8FO1 400.1324710 MHz
F2 - Processing parameters
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3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(2-chloro)phenyl]-1H-dibenzo[b,e][ 1,4]diazepin-

1-one(3f):

White solid
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'HNMR Spectrum

3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(2,3-dichloro)phenyl]-1H-

dibenzo[b,e][1,4]diazepin-1-one(3g):

Pale green solid
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'HNMR Spectrum
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Current Data Parameters
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Carbonl3
EXPNO 23
PROCNO 1
F2 - n:qu:aation Parlnotcra
Date 0828
Time™
INSTRUM spect
PROBHD 5 mm Multinuel
PULEROG zgpg30
™ 655316
SOLVENT DMSO
NE 500
D& 4
SWH 40404.039 Hz
FIDRES 0.616517 Hz
AQ 0.8110580 sec
RG 32768
oW 12.375 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
dll 0.03000000 sec
d12 0.00002000 sec
=mmmm=== CHANNEL f1 =s=——e—-
NUC1 13c
Fl 7.50 usec
PL1 -2.00 dB
SFol 100.6204965 MHz
masceess CHANNEL £2
CPDFRG2 waltzlé
NUC2 14
PCPD2 BD.00 usec
PL2 =4.00 dB
PL12 18.50 dB
FL13 18.50 dB
SFoO2 400.1316005 MHz

F2 - Processing parameters
SI

5F
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B 1.00 Hz
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3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(2,4-dichloro)phenyl]-1H-dibenzo[b,e][1,4]

diazepin-1-one(3h):

Pale green solid
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RG 406.4
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------ CHANNEL f] w=======
NoC1 1H

1 9.00 uaec
PL1 =6.00 4B
SFO1 400.1324710 MHz
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'HNMR Spectrum

3,3-dimethyl-2,3.,4,5,10,11-hexahydro-11-[(4-chloro-3-nitro)phenyl]-1H-dibenzo[b,e][1,4]

diazepin-1-one(3i):
Pale yellow solid
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'HNMR Spectrum
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CHANNEL f1
1H
2.00 usec

6.00 dB
400.1324710 MHz

FZ - Processing parameters

32768
400.1300045 MHz
EM

0
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0

1.00
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Current Data Farametera
HAME Carbonld
EXPRO 2322
FROCNO 1

F2 - Requisition Parameters
Date 20130825

Time 15.17
INSTRUM spect
PROBHD 5 mm Multinucl

PUL 29pg30

™ 65526
SOLVENT

NS 500

Ds 4

SWH 40404.039 Hz
FIDRES 0.616517 Hz
AQ 0.B110580 sec
RG 32768

oW 12.375 usec
DE 6.00 usec
TE 300.0

() 1.00000000 sec
d1l 0.03000000 sec
dl12 0.00002000 sec

mmmmme— CHANNEL f] sssssses
WOC1 13c
1 7.50 usec

PL1 =2.00 dB
SFO1 100.6204965 MHz
===ssmem CHANNEL £2 we=meme=
CPDPRGZ waltzl§
HuC2 1H
PCPD2 B0.00 usec
FL2 -4.00 dB
PL12 18.50 dB
PL13 18.50 dB
SFO2 400.1316005 MAz
FZ - Processing parameters
ST 327
I SF 100.6127650 MHz
WOH EM
LU I :
4 = LB 1.00 A2
. G [
T T T T T T T T T T T P 1.40
220 200 180 160 140 120 100 80 60 40 20 ppm
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File C:\MSDCHEM\4\DATA\64013569.D
Operator .
Acquired : 4 Jan 1980 1:53 using AcgMethod TEST ARI
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3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(4-methyl)phenyl]-1H-dibenzo[b,e][ 1,4]diazepin-

1-one(3j):

Pale green solid
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Current Data Parameters
NAME 3H

EXPNO 1317
PROCNO 1

F2 - Aequisition Parameters
Date_ 20130825
Time 12.04
INSTRUM spect
PROBHD 5 mm Multinucl
PULPROG 2q

™ 32768
SOLVENT NSO

NS 1

ns 0

SWH 11574.074 Hz
FIDRES 0.353213 Hz
AQ 1.4156276 seac
RG 1149.4

oW 43.200 usec
DE 6.00 usec
TE 300.0

m 5.00000000 aec
-------- CHANNEL f] =esassss
NUC1 1H

n 9.00 usec
PL1 -6.00 d
SFol 400,1324710 MHz

F2 - Processing parancters

s1 32768

SF 400.1300045 MHz
EM

13 12 1 10 8 8 T ;
X A 2
CICE 27 [E

'HNMR Spectrum

3,3-dimethyl-2,3.,4,5,10,11-hexahydro-11-[(4-methoxy)phenyl]-1H-

dibenzo[b,e][1,4]diazepin-1-one(3K):
Pale cream solid
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Current Data Parameters
3K

HAME H
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PROCNO 1
F2 - Acquisition Parameters
Date_ 20130806
Time 10.57
INSTRUM spect
PROBHD 5 mm Multinucl
PULPROG 9
™ 32768
SOLVENT DMsSO
NS 1
Ds 0
SWH 11574.074 Hz
FIDRES 0.353213 Hz
AQ 1.4156276 sec
RG 2580.3
oW 43.200 usec
DE 6.00 usec
TE 300.0
Dl 5.00000000 sec
------ == CHANNEL fl =wssssss
RUC1 1R
Pl 9.00 usec
PL1 -6.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
81 32768
SF 400.1300045 MHz
WDwW EM
Ss5B 0
LB 0.30 Hz
GB [

I EC 1.00

Y
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'HNMR Spectrum

3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(2-methoxy)phenyl]-1H-

dibenzo[b,e][1,4]diazepin-1-one(31):

Pale cream solid
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Current Data Parameters
HAME 3

H
EXPNO 1315
PROCNO 1
FZ = Rcquisition Parameters
Date_ 20130825
Time 11.50
INSTRUM spect
PROBHD 5 mm Multinuel
PULPROG zg9
™ 32768
SOLVENT oMs0
NS l
os
SWH 11.5'1'1 UN Hz
FI1DRES Hz
AQ ] 11562'.‘6 sec
RG 2298.8
oW 43.200 usec
DE 6.00 usec
TE 300.0 K
ol 5.00000000 sec
"""" CHANHEL f]l sssscees
NUCI 1H
9.00 usec
?I.J. -6.00 d
SFO1 400.1324710 MHz
FI - Processing paramaters
81 32768
SF 400.1300045 MHz
WoW EM
ssB ']
LB 0.30 Hz
Ga
PC .00

'HNMR Spectrum

3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(3-methoxy)phenyl]-1H-

dibenzo[b,e][1,4]diazepin-1-one(3m):
Pale green solid
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1.4156276 sec
RG 322.5%
oW 43.200 usec
DE 6.00 usec
= 300.0 K
Dl 5.00000000 sec
m———— CHANNEL f] ===
wucl 1in
F1 9.00 usec
PL1 -6.00 dB
SFO1 400.1324710 MHz
F2 - Processing parametezs
SI 32768
sF 400.1300045 MHz
woW EM
8SB o
18 0.30 Rz
=] o
BC 1.00
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Current Data Parameters
HAME

Carbonl3
EXPRO 2333
PROCNO 1
2 - Mequisition Parameters
Date 20130828
Time
IMSTRUM speet
PROBHD 5 mm Multinucl
PULPROG 2gpai0

65536

SOLVENT DMSO
RS 500
DS 4
SWH 40404.039 Hz
FIDRES 0.616517 Hz
AQ 0.8110580 sec
RG 32768
oW 12.375 usec
DE 6.00 usec
TE 300.0 K
Dl 1.00000000 sec
dll 0.03000000 sec
di2 0.00002000 sec
mmmmmmme CHANHEL £1 ==m=mmes
NUCL
Pl 7.50 usec
PL1 =2.00 dB
SFol 100.6204965 MHz

1H
PCPD2 B0.00 usec
FL2 -4.00 4B
PL12 18.50 dB
PL13 18.50 d8
SP02 400.1316005 MMz
F2Z - Processing parameters
51 68
SF 100.6127650 MHz
wow EM
558 ]
B 1.00 Hz
GB o
T T T T T T T T T T T T L 1.40
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File : C:\MSDCHEM\4\DATA\64013571.D
Operator H

Acquired : 4 Jan 1980 1:58 using AcgMethod TEST ARI
Instrument : Inatrumen

Sample Name: M13

Misc Info :

Vial Number: 1

241

J\bun_lianml ) ~ Bcan 107 (1074 miny 64088710 - SR =

| 170000]

367 353401 416 431 45? &H?
407500 537 s84

EI-MASS Spectrum

3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(2-hydroxy)phenyl]-1H-

dibenzo[b,e][1,4]diazepin-1-one(3n):
Pale cream solid
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Current Data Parameters
3K

HAME

EXPNO 1313
PROCNO

F2 - Acguisition Parameters
Date_ 20130825

Time 13.2%
INSTRUM apect
PROBED 5 mm Multinuel
PULPROG £g

T 32768
SOLVENT DHSO

NS 1

DS [}

SWH 11574.074 Hz
FIDRES 0.353213 Hz
AQ 1.4156276 sec
RG 1149.4

oW 43.200 usec
DE 6.00 usec
TE 300.0 K
ol 5.00000000 sec
mmmmmmm= CHAMNEL f1 ====== -
RucL 1H

Pl 9.00 usec
PL1 -6.00 dB
SFol 400.1324710 MHz

F2 - Processing parameters
51 32768

5F 400.1300045 MHz
WO EM

858 0

LB 0.30 Hz
GB 0

BC 1.00

i

T T T | | T T T

A .

'HNMR Spectrum

3,3-dimethyl-2,3,4,5,10,11-hexahydro-11-[(3-hydroxy)phenyl]-1H-dibenzo[b,e][ 1,4]

diazepin-1-one(30):
Pale green solid

HO
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Current Data Parameters
HAME 3H

EXPHD 118
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130825
Time 13.33
INSTRUM spact
PROBHD 5 mm Multinucl
PULPROG 29
™ 32768
SOLVENT DHS0
NE 1
D& 0
SWH 11574.074 Hz
FIDRES 0.353213 Hz
AQ 1.4156276 sec
RG 1149.4
oW 43.200 usec
DE 6.00 usec
TE 300.0 K
Dl 5.00000000 sec
mmmmmsss CHANNEL f1 ss=m=====
NUC1 1H
P1 5.00 usec
FL1 -6.00 dB
SFOL 400.1324710 MRz
F2 = Processing parameters
51 32768
SF 400.1300045 MHz
WOW EM
558 0
L8 0.30 Hz
GB 0
BC 1.00
T T T T T T T T T T T T T T
13 12 1 10 9 8 7 6 5 4 3 2 1 0 ppm
WIS o @
)|
g8 mAE: e g
=l ~irlnligie el el el e
'"HNMR Spect
o Heammersohnonaw i
n HONA T~ OME YOO T AU TN N TN NSO oM
o 52\3:g:xoomwmmo“f"f@"!"!".“!".“f?W‘?":“!‘?‘?
NNAAAAA SR OO T O o
a ARSANNNNNOOnooRRRARISSSSARANTS
Current Data Parameters
NAME Carbonll
EXPHO 2375
FROCNO
F2 = Roquisition Parameters
Date_ 20130917
Time 11.06
INSTRUM spect
PROBHD 5 mm Multinucl
PULFROG 9pg.
T 65536
SOLVENT DMs0
s 500
08 4
SHH 40404.035 Ha
FIDRES 0.616517 Bz  *
AQ 0.8110580 sec
G 3276
oW 12.375 use
DE 6.00 usec
TE 300.0
o1 1.00000000 sec
d11 0.03000000 sec
d12 0.00002000 sec
m———— CHANNEL f1 sssssaes
wocl ac
Fl 7.50 usec
FL1 -2.00 dBb
5FO1 100. 6204965 MHz
PLLY 18.50 dB
SF02 4001316005 Nz
1 F2 - Processing pacameters
a1 32768
SF 1006127650 WHz
WoW L]
558 []
1.00 He
G o
T T T T T T T T T u 1.40
220 200 180 160 140 120 100 80 60 40 20 ppm

3 CNMR Spectrum
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File
Operator
Acquired
Instrument
Sample Name
Misc Info
Vial Number:

C:\MSDCHEM\4\DATA\64013572.D

4 Jan 1980
Instrumen

M1sS
1

2:00 using AcgMethod TEST ARI

[

5Can 146 {1 400 min) 640135720

:

bl L 3? 410 432446 482 478 4psson spo  s62

"
iz 6080 100 120 140 160 18D 200 220 240 260 26D 30D 320 M0 350 380 400 420 440 450

EI-MASS Spectrum
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