Compound 7 (b-g)

The superposition of IR spectra obtained for products obtained from reaction of the ester 6 with
tri-(hydroxymethyl)methyl amine and with piperidine

IR from reaction of the ester 6 with tri-(hydroxymethyl)methyl amine
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The superposition of 'H-NMR and **C-NMR spectra obtained for products obtained from
reaction of the ester 6 with tri-(hydroxymethyl)methyl amine and with piperidine

'H-NMR from reaction of the ester 6 with tri-(hydroxymethyl)methyl amine

Current Data Parameters
NAME Eman EzE1Din H N5
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
o 20160329

Time 15.25
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

™ 65536
SOLVENT DMSO

NS 32

DS 2

SWH 8012.820 Bz
FIDRES 0,122266 Bz
A 4.0894465 sec
RG 91.58

oW 62.400 usec
DE 6.50 usec
TE 298.0 K
o1 1.00000000 sec
00 i
........ CHANNEL 1 mmmmmmm=
SFOL 400.1924713 MHz
NUCL in

E1 15.00 usec
PLWL 10.39999962 W
F2 - Processing parameters
I

SF 400.1300000 Miz
WOW EM

$sB [

LB 0.30 Hz
GB [

20 1.00

12.4121
10.4711

10

.0619
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4.1084
4.0994
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4.0814
4.0627
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4.0347
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4.0055
3.9880
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Current Data Parameters
NAME

EXPNO
PROCNO

Eman EzE1Din_H_NSD
10
1

F2 - Acquisition Parameters
201

Date_
Time
INSTRUM
PROBHD
PULPROG

SOLVENT
NS

15.25

spect
5 mm PASBO BB/

Hz
Hz
sec

usec
6.50 usec

298
1.00000000 sec
1

mem===== CHANNEL

SFO1
NUCL

Pl
PLW1

£1 mmsnonives
400.1924713 MEz
18

15.0C us
10.39989962 W

F2 - Processing parameters
sI 5.

400.1900000 MHz
=

0.30 Hz
1.00
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Current Data Pa:
NAME Ema.
EXPNO
PROCNO
P2 - Acquisition Parameters
Date_ 20160329
me 15.26
ISTRUM spect
PROBHD 5 mm PABBO BE/
PULPROG 2930
™ 65536
SOLVENT DMSO
NS 32
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG $1.58
DW 62.400 usec
DE 6.50 usec
TE 298.0 K
Dl 1.00000000 sec
TDO 1
e CHANNEL £1 smemmmmn
SFOl1 400.1924713 MEz
NUCL 18
Pl 15.00 usec
PLW1 10.39999962 W
F2 - Processing parameters
$I 6
SF 400.1900000 MHz
WDW BM
888
L3 0.30 Az
a3
PC 1.00
T T T T T T T T T
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Current Data Parameters
NAME Ema:

n EzE1Din_E_NSD_DZO
10

Dz2o
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4566
4.0639
4.0552
4.0376
4.0198
4.0021
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3.9424

~2.5082
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PROCNO 1
£2 - Acquisition Parameters
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NS 22
s 2
su 8012.820 Kz
FIDRES 0.122266 Bz &
a0 4.0894165 sec
RG 6,37
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DE 6.50 usoc
TE 298.0 K
o1 1.00000000 sec
00 1
—mmmcmmm CHANNEL f1 mmmmmmmm Mo
SFO1 400.1924713 MHz
Nvc1 1
Bl 15.90 usec
PLHL 10.39999962 ¥
F2 - Processing parameters
s1 65
sF 400.1300000 Mz
WO (21
ssB 0
B 0,307z
G o
BC 1:00 JA
4 T T T T T T T T T T T T T
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Currest Data Paranmeter
NAME Eman in.]Dln_)(_NSD D20
XPNO
FROCNO 1
2= A,q‘u)sl(lcn PBZBHE ers
Date. 60330
Time gt
INSTRUM 3p
BROBHD 5 mm PASBO BB/
PULRROG 2930
™ 65536
oMso
32
2
8012.820 Hz
0.122266 Hz
4.0094465 sec
106.3
62.400 usec
6.50 usec
298.0
1.00000000 sec
HANNEL {1
SFOL 400.1924713 MHz
nucL 1H
1 15.00 usec
PLWL 10.39999962 W
T2 - Processing pa
st
s 4001800600
o
558 a
13 0.30 Hz
GB o N
re 1.00
T T T T T T T T T T T T T T T T T T
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Current D
NAME

3C-NMR from reaction of the ester 6 with tri-(hydroxymethyl)methyl amine

ata Parameters
Eman EzzE1Din_C_N5D
10

EXPNO

PROCKO 1

F2 - Acquisition Parameters
Date_ 20160

Time 19.00
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zapg30

™o 65536
SOLVENT DMSO

NS 1500

Ds 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 202.37

D 20.800 usec
DE 6.50 nsec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
DO i

=== CHANNET. f1 =

SFO1 100.6379178 MHz
NUCL 13c

Pl 10.00 usec
FLW1 45.00000000 W

mmmmmmmm CHANNEL £2 ========

SFO2

400.1916008 MHz
1H

NUC2
CBDPRG([2 waltzl6
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Current Data Parameters
NAME Eman 2zzE1Din_C_NSD
EXENO 10
PROCNO 1
\
F2 - Acquisition Parameters )
Date_ 20160728
ime 19.00
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 1500
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 202.37
DW 20.800 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
mmmwwme= CHANNEL fl ssss====
SFO1 100.6379178 MHz
NUCL 13c
Pl 10.00 usec
PLWL 45.00000000 w
ezsms=== CHANNEL f2 s=s==
SFO2 400.1916008 MHz
NUC2 1H
CPDPRG (2 waltzl6
A
T T T T T T T T T T T T T T T T T T T
139 138 137 136 135 134 133 132 131 130 129 128 127 126 125 124 123 122 121 ppm
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Current Data Parameters
NAME Eman EzzElDin_C_NSD
EXPNO 10 f
PROCNQ 1
F2 - Acquisition Parameters
pate_ 20160728
Time 19.00
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT DMS
NS 1500
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
ag 1.3631488 sec
RG 202.37
bW 20.800 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 mmmmmmm=
100.6379178 MHz
13¢
10.00 usec
45.00000000 W
CHANNEL 2 ========
S5FO2 400.1916008 MHz
NUC2 1H
CPDERG(2 waltzlé
JJ A L
T T T T T T T T T T T T T T T T T T T T
164 163 162 161 160 159 158 157 156 155 154 153 152 151 150 149 148 147 146 ppm




Current D
NAME

EXPNO
PROCNO

ata Parameters
Eman E2E1Din_H_NSC
10

1

F2 - Acquisition Parameters
160329

Date_
Time
INSTRUM
PROBHD
PULPROG

™
SOLVENT
N:

20.
spect
5 mm PASBO BB/
2930
65536
DMSO
32
2
8012.820 Hz
0.122266 Hz
4.0894465 sec
106.37
62,400 usec
5.50 usec

298.1 X
1.00000000 sec
1

CHANNEL £1 mm==a
400.1924713 Msz

"
15.00 usec
10.39939962 R

F2 - Processing parameters
sI 65536
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7.6605
7.6449
7.6297
7.6106
7.5651
7.5476
75247
7.5061
7.4898
4.1067
4.0979
4.0799
4.0613
4.0430
4.0337
4.0251

NN

10.4681
10.0579
8.2118
8.1929
7.9466
7.9277
7.9091
7.7812
7.7610

'H-NMR from reaction of the ester 6 with piperidine

CU - NMR laboratory
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4.0036
3.9685
3.9508
3.3464
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2.2615
1.9841
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1.5011
12310
1.1581
1.1355
1.1180
0.9915

_~2.5064

<
)

|

0.9741
0.9568
0.8513
0.8350

§

SF 400.1900000 MEz
WOW EM
SsB o
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Current Data Parameters
NAME Eman EzE1Din_H_NSC
EXENO 10
PROCNO
F2 - Acquisition Parameters
Date_ 20160329
Time 15.20
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g3|
™ 65536
SOLVENT DMSO
NS 32
Ds 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0834465 sec
RG 106.37
oW 62.400 usec
DE 6.50 usec
TE 298.1 K
Dl 1.00000000 sec
™0 1
mwmeenes CHANNEL {1 =ssmm=se
SFO1 400.1924713 MHz
NUCL 1
Pl 15.00 usec
PLWL 10.39999562 W
F2 - Processing parameters
sI 6
SF 400.1900000 MHz
WDOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T
4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 ppm
\A
o ~ @D N
5 2 g & 8 8 §
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Current Data parameters

NAME Eman EZElDin_H_NSC

EXFNO 10

PROCNO 1

F2 - Acquisition Pazameters

Date_ 2016032

Time

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2930

D 65536

SCLVENT DMSO

Ns 32

bs 2

SWH 8012.820 Hz

FIDRES 0.122266 Hz

g 4.3894465 sec

RG 106.37

ol §2.400 usec

DE 6.50 usec

B 298.1 X

pi 1.00000000 sec

TDO 1

e GHANNEL £1 s=mmmemn

SFOL 400.1924713 MHz

NUC1 18

Pl 15.00 usec

PLWI 10.35399962 W

F2 - Processing parameters

ST 65536

SF 400.1900000 MHz

WO EM

SSB 0

LB 0.30 Hz

GB [}

= 1.00

T T T T T T S| T T T T T T T T T T T

T T T
74 73 72 71 7.0 69 6.8 ppm
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Current Data Paramatars
NAME Eman BzElDin_H_N5C_DZ0
EXPNO 10
PROCNQ 1
F2 - Acquisition Farameters
Date. 20160330
ime 10.19
INSTRI spect.
PROBHD 5 mm PABBC BB/
BHLPR 2930
65536
SOLVENT DMSO
NS 32
bs 2
SWH BO12.820 Hz
EIDRES 0.122266 Hz
AQ 4.0834465 sec
RG 129.43
DW 62.400 usec
bE .50 usec
= 2981 R
D1 1.60000000 sec
DO 1
e CHANNEL £1 mmmmm
SFo1 400,1924713 wHz
nUc1 18
Fi 15,00 usec
PLW1 10.39999%62 W
F2 - Processing parameters
s1
SF 400.1900000 MHZ
WDW EM
5§58 o
LB 0.30 Hz
GB e
BC 1,00
T [ T T T T LAARRARARM T T T T T T T T T T T T
16 15 14 13 12 11 10 9 8 7 6 5 4 3 2 1 0 =1 -2 ppm
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Current Data Paraheters
NAME Eman EzE1Din_H_N5C_D20
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160330
Time 10.19
INSTRUI spect
PROBED 5 nm PABBO BB/
PULPR 2930
65536
SOLVENT DMSO
NS 3z
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 129.43
oW 62.400 usec
DE 6.50 usec
TE 298.1 K
£l 1.00000000 sec
00 1
mmmmmmmn CHANNEL £1 mmmmmes
SFO1 400.1924713 MHz
NUC1 1H
Pl 15.00 usec
PLW1 10.39999962 W
F2 - Processing para: s
sI 55,
SF 400.1500000 MHz
wou B
SSB o
1B 0.30 Rz
GB
PC 1.00
T T T T T T T T T
45 4.0 35 3.0 25 2.0 1.5 1.0 0.5 ppm
© - o o
8 = s b b
¢ w o 0 o
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Curzent Data Parameters
WAME  Emen E:E1Din__NSC_D20
EXENC 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 2016033

Time 10.19

INSTROM spect

PROBHED 5 mnm PABBO BB/

FULPROG 2930
65538

SOLVENT DHSO

ns 32

s z

SHH 8012.820 2

FIDRES 0.123266 Hz

aQ 4.0894485 sec

RG 129.4

ik 62,400 usec

DE 5.50 usec

T2 298.1

D1 1.00000000 sec

00 1

= CHANNEL £l mss=scse
sF01 400.1924713 MEz
11

15.00 usec
PLNL 10.39999952 W

F2 - Processing paramsters
st

ar 400.1500000 MHz
WO =™

sg8 ]

ie 0.30 Hz
S [

BC 1.60

A

T T T T T o=y, T T T T T T T T T T T T T T T T T T
89 88 87 86 85 84 83 82 81 80 79 78 7.7 76 75 74 73 72 71 70 69 68 67 66 6.5 ppm

T
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1
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3C-NMR from reaction of the ester 6 with piperidine
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Current Data Parameters
NAME Eman E2zE1Din_C_NSC
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160728
Time 17.31
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
5 65536
SOLVENT DMSO
NS 1500
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
1.3631488 sec
RG 202.37
bW 20.800 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
mmmmmme= CHANNEL f1 =
SFO1 100.6379178 MHz
NUC1 13c
Pl 10.00 usec
PLW1 45.00000000 W
s=cmmmm= CHANNEL f£2 =
SFO2 400.1916008 MHz
NUC2 1H
CPDPRG{2 waltzl6
1 I‘l I 1 o N
T T T T i T T T ¥ T T T T T T T Y T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

16




Microanalytical ‘Unit - FOPCU - NMR Iaboratory
www.pharma.cu.edueg dir- K cu.edu.eg <)
Bwn
~ o N n - ) NOO ™ ™0 -
o~ ﬂt 0: o @« (=] NHOITNORM -
o © 0 © 0 <« cnnooow o
w0 0 n - ™ ~” MANNNNNN N
'|-I T T - - - e R e ] -
Current Data Parameters
NAN Eman E‘ZEIDLI’I _C_NSC
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date, 20160728
ime 17,31
INSTRUM spect
PROBHD S5 mm PABBO BB/
PULPROG 2gpg30
™ 65536
SOLVENT DMSO
NS 1500
DS 4
SWH 1,461 H:
FIDRES 66798 Hz
AQ 1+ 3631488 sec
RG 202.37
DW 20.800 usec
DE 6.50 usec
TE 298.0 X
Dl 2.00000000 sec
D11, 0.03000000 sec
00, 1
mmmmmemm= CHANNEL £1 ========
SFO1 100.6379178 MHz
NUC1 13¢
Pl 10.00 usec
PLWL 45.00000000 W
me=mmm=m== CHANNEL £2 =
SFO2 400. 1915003 vz
NUC2
CPDPRG[2 waltzlé
vl
T T T T T T T T T T
165 160 155 150 145 140 135 130 125 ppm
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IR from reaction of the ester 6 with morpholine
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Current Data Parameters
NAME Eman Salah_H_N5B
EXENO 0
PROCNO 1

F2 - Acquisition Parameters
Date_ 20151217

Time

INSTRUM

PROBHD 5 mm PABEO BB/
PULFROG 2930

byl €5536
SOLVENT DMSO

ns 32

Ds 2

swE 9012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 114.95

DR $2,400 usec
DE 6.50 usec
TE 298.1 K

D1 1.00000000 sec
TDO 1
ammmcama CHANNEL £l mmmmmmm=
SFO1 400.1524713 MRz
NUC1 H

Pl 15.00 usec
Ll 10.39995962

"

F2 - Processing parameters
sI

65536
400.1900000 MHz
M

'H-NMR from reaction of the ester 6 with morpholine

Microanalytical Unit - FOPCU - NMR laboratory
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1

10.4695
10.0600
8.2275
8.2119
8.1934
7.9439
7.9258
7.9077
7.7812
7.7611
7.6626
7.6463
7.6277
7.6093
7.5657
7.5475
7.5304
7.5248
7.5060
7.4899
4,1262
4,1085
4,0994
4,0906
4,0815
4.0629
4.0439
4.0345
4.0260
4.0167
3.9995
3.9878
3.970
3.9523
3.9259
3.3407
2.5058
1.9880
1.9170
1.8379
1.2299

//

=
]

BRUKER
NWwN o WNo
M) 0N
no— o -0
OO O
OO0 C

|

|

SF
WDW
85B 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
15 14 13 12 1 10 9 8 7 6 5 4 3 2 1 (] ppm
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rrent Data Parameters
Eman Salah_H_N5B
o

15 usec
10.39999962 W

jocessing paramsters
536

400.1900000 MHz

0.30 Bz

1.00

2.5058

-

Microahalytical Unit - FOPCU - NMR laboratory

www.pharma.cu.edu.eg

1.9880
=—1..[51T0
—1.8379

A

dir-mau.fopcu@pharma.cu.edu.eg

Ao OWno
AN NS
NN O
N = OO
A A dd OO0

.

T T T T
0 2.9 28 27 26

T T T T T T T T T T T T T T
25 24 23 22 21 20 19 18 1.7 16 15 14 13 1.2

577

0.66

5.14

1

5

.

T T T T T M T T
11 10 09 08 0.7 06 05 ppm
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Microanalytical Unit - FOPCU - NMR laboratory
dir-mau.fopcu@pharma.cu.edu.eg

www.pharma.cu.edu.eg

{

(

NN TONAANO N M r~
LOWAOHANDTWO~O NN =
NOOO DO MANAO©> NN =
HT OO0 ~
LTSS MNMOOO )
Current Data Paramete:
N Eman Salah_H_NSB
EXPNO 10
PROCNG 4
F2 - hequisition Parameters
Dat 20151217
me 14.58
INSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG 2930
m 65536
SOLVENT KO
NS 32
D§, 2
S 8012,820 Hz
FIORES 0.122266 Hz
4.0894465 sec
1
Bl 15.00 usec
PLWL 10.39933962 W
F2 - Processing parameters
SI 5536
SF 400.1900000 Mz
WOW EM
s3B 0
3 0.30 Hz
GB o
PC 1.00
; : : T . — T T T T T T T T T
4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 3.2 ppm
- =)
w «
it -«
-
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Current Data Parameters
N Eman Salah H_N58
EXPNO 10
PROCNO i

F2 - Acquisition Barameters
Date_ 20151217

Time
INSTRUM spect
PRABHD 5 mm PABBO BB/
PULRROG zg30
™ 65536
SOLVENT DMSO
32
D§ 2
i 012,820 Hz

8 0.122266 1z
4.0894465 sec
114.95
62.400 usec
6.50 usec

298.1 K
1.00000000 sec
1

0
mmmmnane CHANNEL £1 ===mem=m
sroL 400.1924713 MHz
Nue1 1

15.00 usec
PLWL 1039999962 W
F2 - Processing parametezs
81 65536
sF 400.1300000 MHz
WDW EM
ssB 0
LB 0.30 Ha
GB ]
B 1.00

_—8.2275
—8.2119
T~8.1934

Microanalytical Unit - FOPCU - NMR laboratory

www.pharma.cu.edu.eg

dir-mau.fopcu@pharma.cu.edu.eg

o o~ o OMEMEN T OO0
M0~ — ORS00 R
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IR from reaction of the ester 6 with etanolamine
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Current Data Parameters
NAME Eman EzElDin_H_NSE
EXENO 10
PBROCHO i1,

F2 - Acquisition Parameters
Date_ 201

spect
5 mm PABRO BB/

PULPROG 2930

™ 65536
SOLVENT DMEO

NS a2

DS 2

SWH 8012.820 Hz
FIDRES 0.122286 Hz
AQ 4.0894465 sec
RG .95

oW 62.400 usec
DE 6.50 usec
IE 8.1 K
D1 1.00000000 sec
o0 1

CHANNSL f1 mmmsmmm=
400.1924713 MHz
16

15.00 usec
10.39999962 W

£2 - Processing parameters
s8I

SF 400.1300000 MHz
woW EM
SSB o

Ls 0.30 Hz
@s o

BC 1.00

'!H-NMR from reaction of the ester 6 with etanolamine

Microanalytical Unit - FOPCU - NMR laboratory
www.pharma.cu.edu.eg dir-mau.fopcu@pharma,.cu.edu.eg

10.0563
8.2112
8.1930
7.9463
7.9284
L. 1531

Z
|

10.4669
7.9106
7.9084
7.771812
7.7611
7.6594
7.6436
7.6301
7.6112
7.5849
7.5664
7.5629
7.5480
7.5311
7.5247
7.5060
7.4898
4.1067
4.0976
4.0887
4.0797
4.0611
4.0426
4.0332
4.0247
4.0154
3.3442
2.5064
1.2313

§

o BT R
nurH-9w
Mo~ ;N
— = OO
AHOOO

/
Y

15 14 13

12 1 10 9 8 7 6 5 4 3 2
2|8 83388 § | 8 |8
o e ier'erﬂc: @ < ] )
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Microanalytical Unit - FOPCU - NMR laboratory

\ <

I
A

www.pharma.cu.edu.eg dir-mau.fopcu@pharma.cu.edu.eg BR E
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HOoOOoOOOoOOoOOoOoOOo ™ n N ==
L~ R B B S U R A e ™ ™~ -0 OO
Current Data Parameters
NAN Eman EzE1Din_H_NSE
EXPNO Q
PROCNO A
F2 - Acquisition Parameters
Dat 20160329
ime 15.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
™ 65536
SOLVENT DMSO
NS 32
DS 2
WH 012,620 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
8% .
W 62.400 usec
DE 6.50 usec
D1 1.00000000 sec
™0 1
memmms=e CHANNEL f1 ===ee===
SFO1 400.1924713 MHz
NUC1 1H
123 15.00 usec
PLWL 10.39999962 W
F2 - Processing parametars
SI 65536
sF 400.1900000 MEz
WOW EM
SSB 0
1B 0.30 Hz
GB o
PC 1.00
=7 = T T T T T T T T
4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 ppm
~ |
& 8 8 8 & 5
] | ] o3 w ]
- -
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Microanalytical Unit - FOPCU - NMR laboratory

www.pharma.cu.edu.eg dir-mau.fopcu@pharma.cu.edu.eg B KER
~N O [l NHTOANGOPONO O ®©
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Current Data Parameters
NAME Eman EzElDin_H_NSE
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160329
Time 5.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
65536
SOLVENT DMSO
Ng 32
Ds 2
SWA 8012,820 He
FIDRES 0.122266 Hz
AQ 4.0854465 sec
RG 114.55
DW 62.400 usec
DE 6.50 usec
IE 298.1 K
D1 1.00000000 sec
TDO 1
==mmmm—— CEANNEL £1 sm=———w=
SFOl 400.1924713 MHz
NUC1l
Pl 15.00 usec
PLW1 10.39999362 W
F2 - Procassing parameters
sI
SF 400.1900000 MAz
WDW EM
SSB o
LB 0.30 Hz
GB L]
PC 1.00
T T T . T T T T T T T T T T T T T T T 1
8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 71 7.0 ppm

4.29
j
4.43
12.66
13.08
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DO O NANANT NN -NTOM N —=WOWOoO N (=] M~ WOWn -
HANDEOMEM0WMWNWNWS oo, I} A0 SRS
N e N T al SN S R I HHHMO OO
Current Data Parameters
W Bman EzB1Din_K_KNSE_D20
EXPNO 10 .
PROCND 1
F2 - Acquisition Parameters
Date_ 20160330
ime
INSTRUM spect
BHD 5 mem PABBO BB/
BULEROG 230
NS 32
SWH 8012,820 Hz
4.0893465 sec
RG 146.06
b 62.400 usec
DE 6.50 usec
TE 298.1 K
Bl 1.00000000 sec
TDO 1
SFO1 400.1924713 MEz
NUCL 1H
Bl 15.00 usec
BLW1 10.39959952 W
F2 - Processing parameters
ST 65536
SF 400.1300000 Mz
WOW EM
8358
0.30 Hz
PC 1.00
T \ T T T \ T AMAMSSASS Aas \ T T T T T
5 14 13 12 - 11 10 9 7 6 5 4 3 2 1 0 ppm
& =] 0 w 2
3208 2 8 g[S
|| (-] ™™
& 3 o
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Microanalytical Unit - FOPCU - NMR laboratory

D20 www.pharma.cu.edu.eg  dir-mau.fopcu@pharma.cu.edu.eg B R
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— QYOO O~ WWW W LW e WS s
@ © [l ol sl sl el el al al a S

Current Data Parameters
NAME Eman E2E1Din_E_NSE D20
EXPNO 10

PROCNO 1
F2 - Acquisition Parameters
Date_ - 20160330
Time 10,28
INSTRUM spect
PROBHD 5 mm PABBO 3B/
PULPROG 2930
™ 63536
SOLVENT DMSO
s 3z
bs Z
El 8012.820 Hz

Wi

FIDRES 0.122266 Hz

AQ 4.0894465 sec
146,06

oW 62.400 usec
DE 6.50 usec
1B 298.1 K
o1 1.00000000 sec
00 1
mmmmem CHANNEL e
SFO1 400.1924713 Muz
KUCL 1

Pl 15.00 usec
BLWL 10.33993962 W

F2 - Processing parameters
ST 65536

sF 4001900000 MHz
WO M

ssB o

LB 0.30 Hz

B ]
| LW MWL

T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
9.1 90 89 88 8.7 86 85 84 83 B2 81 8079 78 7.7 76 75 74 73 7.2 7.1 7.0 69 6.8 6.7 6.6 65 6.4 ppm

R e

26.05
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3 b Bl

8 (MAILFdPCU)

Compound 8

2-acetyl-N-phenylhydrazinecarboxamide

0]

IR of compound 8

4000 2 3600
DrEman salh  NSA

Comment;
DriEmansalh N5A

3200

oo

i o

e

—

166264 —=====

1558.484—

No. of Scans; 8
Resolution; 8 [t/cm]

29
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Current Data Parameters

AHE Eman EzE1Din_H_NSA
EXPNO 10
PROCNO 1

F2 - Acquisition Parametezs
e, 20160329

Time 15.35
INSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG 2930
i) 65536
SOLVENT DMSO
NS 32
Ds 2
swH 8012.820 Hz
FIDRES ©.122266 Hz

AQ 4.0894465 sec
RG 84,65
DW 62,400 usec
DE £.50 usec
8 2980
b1 1.00000000 sec
™D 1

CHANNEL £1

400.192471
IR

7l 15.00 usec
PLW1 10.39953962 W
F2 - Processing parameters
51 5536
sE 400.1900000 MEz
WOR EM
SSB o
LB
GB 0
BC 1.00

9.9171

'H-NMR of compound 8

Microanalytical Unit - FOPCU - NMR laboratory
www.pharma.cu.edu.eg  dir-mau.fopcu@pharma.cu.edu.eg

wuercnuA W - oa N L)
QO MM~ O ~ oo™
0WCwOMm=o 0 o «
NN NOCOo ™ v o
M~ ™ IS

_—1.2317
T~1.1877
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Current Data Parameters
.

NAM] Eman EzE1Din_E_N5A
EXPNO 10
PROCKO b5

F2 - Acquisition Parameters
Date_ 20160329

Time 15.35
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

D 65536
SOLVENT DMSO

NS 3z

DS 2

SWHE 8012.820 Hz
FIDRES 0.122266 Bz
A0 4.0894465 sec
RG 84.65

on 62.400 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
™o 1
wwwenwes CHANNEL fl mwemwees
SFOl 400.1924713 Mz
Nucl

18
B 15.00 usec
PLWL 10.39999952 W

F2 - Processing parametexs
ar 6

SF 400.1900000 MEz
WwOW EM
SSB o

1B 0.30 Hz
GB 0

BC 1.00

3.3679

Microanalytical Unit - FOPCU - NMR laboratory
www.pharma.cu.edu.eg  dir-mau.fopcu@pharma.cu.edu.eg

2.5069
2.0431
—1.2317
el AT T

4.5 4.0

W

3.0

T
2.5 2.0
£ W
©@ R‘ Y ©
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Current Data Parameters
NAME Eman EzE1Din_H NSA
EXPNO 10
PROCNCG 1

F2 - Acquisition Parameters
pate_ 20160329

Time 15.35
INSTRUM spect
PROBHD 5 mn PABBO BB/
PULPROG 2930

™ 65536
SOLVENT DMSO

us 3z

DS 2

SWH 820 He
FIDRES 2266 Hz
aQ 1465 sec
RG 4,65

] 62.400 usec
DE 6.50 usec
TE 298. 0

bl 1.00000000 ses
TR0 1
wmmsmmsm CHARNEL fl m===mm==
SFOL 400.1524713 MAz
NUCL 18

P1 15.00 usec
PLWL 10.39999962 W

F2 - Processing paramsters
SI

X
Microanalytical Unit - FOPCU - NMR laboratory

SE 400.1500000 MHZ
WOW EM
538 [}
13 0.30 Bz
GB 0
BC 1.00
T I T

www.pharma.cu.edu.eg dir-mau.fopcu@pharma.cu.edu.eg

o~ ~ 0w o0

@ © o m ~ 0~

oW W o w0 M= Qo

N0 ISR cco

o = Pr‘-/t-
T WWW T T T T T T
7.7 7.6 7.5 74 7.3 7.2 71 7.0 6.9 6.8 6.7 ppm

17.82
17.79
8.73
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Microanalytical Unit - FOPCU - NMR laboratory
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Current Data Parameters
NAME Eman EzBlDin_H_NSA_D20
EXPNO 10
PROCNO %
F2 - Acquisition Paramaters
Date_ 20160330
Tine 10.33
NSTRO spece
PROBHD 5 mm PABBO BB/
PULERO 2q30
™ 63536
SoLveNT omso
NS 32
5]
SWE
FIDRES
AQ
RG 1.
oW 62.400 usec
DE 6.30 usec
IE 298.1 K
5 1.00800000 sec
0o 1
- CRAWNEL £i
o1 400.1326713 itz
wucl H
?1 15.00 usac
PLWL 10.39993962 W
F2 - Processing parameters
s8I
SF 400.1900000 MHz
WOW EM
558 L]
LB 0.39 Hz
]
rc 1.00
I T T T T T T T T T T T T T T T
15 14 13 12 11 10 8 7 6 5 4 3 2 1 0 ppm
~ (3] D)
385 S ] 18 |3
@ o Ll = N
= & I
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Current Data Parameters

Enan BzEIDin_H_NSA_D20
10

EXPNO

2ROCNO 1

F2 - Roquisition Parameters
Date_ 20160330

Time
INSTRUM spect
PROBED 5 'mm PABBO BB/
PULPROG 2q30

™ 65536
SOLVENT DMSO

NS 3

DS 2

swH 8012.820 Hz
FIDRES 0.122266 Hz
a0 4.0894455 sec
RG ¥

oW 62.400 usec
DE, 6.50 usec
1E 298.1 K
o1 1.00000000 sec’
00 1

wwmmmane CHANNEL #1 =mmmmmse
SFOL 400.1924713 MHz
NUCL

Pl 15.00 Usec:
PLWL 10.39999962 W

F2 - Processing parameters
s1 6

SF 400,1900000 MAz
oW £
ssB [

1B 0.30 He
68 13

BC 1.00

D20

—7.5178
T~7.4978

Microanalytical Unit - FOPCU - NMR laboratory
www.pharma.cu.edu.eg dir-mau.fopcu@pharma.cu.edu.eg B

7.2738
7.2540
7.0321
7.0137

~7.2934
AT, 0505

~
=

T

T T T T T T T T T T T T T T T T T T T T T T T
82 81 80 79 78 77 76 75 74 73 72 71 70 69 68 67 66 65 64 63 62 6.1 6.0

)

8.91

-

18.28
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BC-NMR of compound 8

Microanalytical Unit - FOPCU - NMR laboratory
www.pharma.cu.edu.eg  dir-mau.fopcu@pharma.cu.edu.eg
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Current Data Parameters

NAME Eman EzE1Din_C_N5A

EXENO 10

PROCNO 1

F2 - Acquisition Parameters

Date_ 20160329

Time 17.02

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2gpg30

D 65536

SOLVENT DMSO

NS 1500

DS 4

SWH 24038.461 Hz

FIDRES 0.366798 Hz

AQ 1.3631488 sec

RG 202.37

DW usec

DE - usec

TE 298.1 K

Dl 2.00000000 sec

D11 0.03000000 sec

TDO 1

mmmmmmm= CHANNEL fl smmmmmm=

SFO1 100.6379178 MHz

NUCl 13C

Pl 10.00 usec

PLW1 45.00000000 W

m=mm==== CHANNEL £2 ===s====

SFO2 400.1916008 MHz

NUC2 18

CPDPRG([2 waltzl§

T T T T T T T T 1 T T 1 T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 ‘70 60 50 40 30 20 10 0 ppm
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urrent Data Parameters
JAME Eman EzElDin_C_N5A&
10

XPNC

ROCNO 1

2 - Acquisition Parameters

ate_ 20160329
fTime 17.02
INSTRUM spect
PROBED 5 mm PABSO BB/
PULPROG zgpg30

TD 65536
SCLVENT DMSO

NS 1500

DS 4

SWE 24038.461 Hz
FIDRES ¢.366798 Hz
agQ 1.3631488 sec
RG 202.37

oW 20.800 usec
DE 6.50 usec
TE 298.1 K

Dl 2.00000000 sec
D11 0.03000000 sec
D0 1

CHANNEL £1
100, 6379
13c
00 usec

45.00000000

= CHANNEL f2 =
SFO2 400.1916008 MHz
1H

NUC2
CPDPRG(2 waltzlé

40.61
40.40
——39.98
39.77
39.56
39.35

ééEAO.IQ
QSE

Microanalytical Unlt- FOPCU - NMR laboratory

www.pharma.cu.edu.eg dir-mau.fopcu@pharma.cu.edu.eg
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cu.edu.eg

Microanalytical Unit - FOPCU - NMR laboratory
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Current Data Parameters

NAME Eman EzE1Din_C_N5A

EXPNO 10

PROCNO 1

F2 - Acquisition Parameters

Date_ 20160329

ime 17.02

INSTRUM spect

PROBHD 5 mm PABEO BB/

PULPROG 2gpg30

TD 65536

SOLVENT DMSO

NS 1500

DS 4

SWH 24038.461 Hz

FIDRES 0.366798 Hz

AQ 1.3631488 sec

RG 202,37

DW 20.80D usec

DE 6.50 usec

TE 298.1 K

D1 2.00000000 sec

D11 0.03000000 sec

TDO 1

= CHANNEL f] ==smmm==
100.6379178 MHz
13¢C

10.00 usec
PLW1 45.00000000 W
wemmmmmw= CHANNEL f2 ===
SF02 400.1916008
NUC2 1H
CPDPRG([2 waltzlé
L o
T 7 T T T T T T T T T T T
142 140 138 136 134 132 130 128 126 124 122 120 ppm
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EI-MS of compound 8
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N5A_151126112734 The Regional Center for Mycology & Biotechnology 11/26/2015 11:27:34 AM

A-N5A 151126112734#218 RT: 3.67
Pos , 4.94

P9} + ¢ EI Full ms [40.00-1000.00]
40.00-421.35

m/z |Intensity|{Relative
49.42 1094.2 53.19
60.31t 162.9 7.92
72.221  2057.2{ 100.00
100.03! 269.2 13.08
124.13; 88.2 4.29
129.15 500.0 24.30
138.40 477.3 23.20
152.14 241.2 11.72
161.13 683.1 33.20
163.42 361.7 17.58
166.28 620.8 30.17
170.01! 68.8 3.34
173.61! 227.3 11.05
181.29 1339.2 65.10
183.14 352.5 1714
184.06 450.0 21.88
188.14 370.8 18.02
190.08 292.9 14.24
192.37 416.9 20.27
193.32 393.6 19.13
202.34: 353.1 17.16
208.95 166.1 8.08
226.88 363.0 17.65
228.75 128.0 6.22
230.27 862.3 41.92
233.27 335.6 16.32
238.24! 434.6 21.13
254.12 230.2 11.19
257.02! 119.9 5.83
262.17 641.2 31.17
271.47 144.7 7.03
274.66 1771 8.61
281 .12 25.1 1.22
282.27 153.3 7.45
283.08 294.4 14.31
284.91 449.3 21.84
295.17| 245.9 11.95
310.46 327.6 15.92
315.54/ 84.8 4.12
329.24 307.8 14.96
330.05| 108.3 5.27
331.76| 309.4 15.04
334.40; 429.0 20.85
339.34.  1085.1 52.75
340.21; 106.4 5.17
341.31! 31.1 1.51
350.00! 72.3 3.51
371.66] 128.8 6.26
374.16, 205.5 9.99
385.28, 98.0 4.76
394.29] o oy ¢ 5.50
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5A_151126112734 The Regionel Center for Mycology'&

_151126112734#218 RT: 3.67
, 4.94

+ ¢ EI Full ms {40.00-1000.00]
40.00-421.35

z Intensity|Relative
.88 675} 3.28
.86 68.3 3.32
.56 172.3 8.37
.53 63.3 3.08
.81 249.6 12.13
.53F  236.3 11.48
'?4'-;-;'&
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