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Abstract

In this paper , a number of heterocyclic compounds with five-memberd pyrazolines were
prepared , the ester compound (1) was synthesized from the reaction of benzotriazole with
ethyl chloroacetate , the hydrazide (2) was prepared from the reaction of ester (1) with
hydrazine hydrate , benzelidene acetone (9-3) was prepared from the reaction of
condensation aldol , from the reaction one mole from acetone with tow mole from different
benzaldehyde in sodium hydroxide as alkalinity , after that pyrazolines ring was prepared
from reaction with Di benzelidene acetone from benzotriazole hydrazine acetate in sodium
hydroxide (16-10) , these compound were studied and identified by physical and spectral
methods .

Keywords : Pyrazolines , Benzotriazole , Dibenzelidene acetone , Benzotriazole hydrazine

acetate
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Slea o KBr galil alasinly em™ (4000-400) ol i3 (FTIR) eheadl ciad 4eiY) Cildae
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- (1e23) a8y Jslaal)

(NM1-NM2) clsall 45050 Galsall (1) Jsaa
Melting
ComNpoound Strucure Name Colour point Yield%
o C°
N Ethyl
©i \>N Benzotriazole
NM1 N\\(\ acetate U 61-60 73
o]
N Benzotriazole
©i \>N acetic acid
NM2 N\\(“\NH hydrazide sy 172-173 95
[¢]
(NM3-NM9) Sl all b5l (alsadl (2) Jgan
o
5\ 3 /1
Ar 1 5 AT
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Compund Melting Yield
NO. Ar Name Coloure point C° %
1,5-diphenyl-1,4- )
NM3 ial 108-110 73
pentadiene—-3-one
oH 1,5-Bis (2-hydroxy
NM4 phenyl)-1,4~ 2 gl 190-192 95
pentadiene-3-one
1, 5-Bis (4-
dimethylamine )
NM5 Ua! 176-178 90
N phenyl)-1,4-
VRN
pentadiene-3-one
1, 5Bis (4-methoxy
NM6 phenyl)-1,4~ b il 129-130 90
OCH, pentadiene-3-one
1,5-Bis (3—chloro
NM7 phenyl)-1,4- Jual 75-76 75
cl
pentadiene-3-one
1,5-Bis (3—hydroxy
NM8 [ j\ on phenyl)-1,4- b 50-52 89
pentadiene-3-one
1,9-diphenylnona-
X
NM9 1,3,6,8—tetraen-5- & 78-0 60

one
E,——

Web Site: www.kujss.com Email: kirkukjoursci@yahoo.com,
kirkukjoursci@gmail.com
—

146



k™

773\ Kirkuk University Journal /Scientific Studies (KUJISS)

%>

%,

g

& 3

<

ISSN 1992 — 0849

Volume 11, Issue 4, December 2016 , p.p(141-158)

(NM10-NM16 )i saall il s 51 5l (10 3 juasnall il jall 400 5l Gl 5311 (3)d 93>

Compound
No.

Ar

Name

Colour

Melting point

Co

Yield
%

NM10

)~

2-(1H-benzo[d][1,2,3]triazol-1-
yl)-1-(5-phenyl-3-styryl-2,3-
dihydro—1H-pyrazol-1-

yl)ethanone

247

90

NM11

OH

O

2-(1H-benzo[d][1,2,3]triazol-1-
yl)-1-(5-(2-hyroxy phenyl-3-
(2-hydroxy styryl-2,3-dihydro—-

1H-pyrazol-1-yl)ethanone

L.EJLAJ

236

60

NM12

O

2-(1H-benzo[d][1,2,3]triazol-1-
yD)-1-(5-(4-dimethylamino
phenyl-3-(4-dimethyl amino
styryl-2,3-dihydro-1H-pyrazol-1-
yl)ethanone

262-264

60

NM13

8
Q < >
I
&

2-(1H-benzo[d][1,2,3]triazol-1-
yl)-1-(5-(4-methoxy phenyl-3-
(4-methoxy styryl-2,3—dihydro-

1H-pyrazol-1-yl)ethanone

218-220

75
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2—( 1H-benzo[d][1,2,3]triazol-1-

yl)-1-(5-(3—chloro phenyl-3-
NM14 gl 204-205 78
(3—chloro styryl-2,3—dihydro—-
cl

1H-pyrazol-1-yl)ethanone

2-(1H-benzo[d][1,2,3]triazol-1-

NM15 yl)=1-(5-(3-hyroxy phenyl-3- )
Ul 258-260 87
(3—hyroxy styryl-2,3—dihydro—
OH

1H-pyrazol-1-yl)ethanone

2-(1H-benzo[d][1,2,3]triazol-1-
yl)-1-(5-styryl-3—(4-phenyl

NM16 buta-1,3-dien—1-yl) 2,3~ Sl 249-250 85

dihydro—1H-pyrazol-1-

yl)ethanone

Result & discussion) 4ddliallg zitidl) .3

Ladlaiad) e ) Baled e liagra (e e uimadl 35S il Mt & Gl

) (1) a8y blaad) & mias WS (lidg3inlll)
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co N\\N AN
N + H,COEt K2C0, / NH,NH, N
ci-c 2CO acetone l\|l ICIJ = /

EtOH N O
CHz COCzH5 CH, CNHNH,
1) (@)
%10 NaOH_ ”
Ln + e—C—chy o™ y
(8 3)
||
H
%10 NaOH II
+ C—C=C—C=¢C
© H3CCC3EtOHQ HHHH‘Q
_%45NaOH
2) + (8-3 m ’@
@+ @) —oqg _x
o)
: (15-10)
OO
HH H
%45 NaOH
@+0O —Fon = o
H,C
U
N, (16)
N
N
CHs

/
X=(H,2-0H,4-0CH;,3-Cl,3-OH, 4N )

Ol Glcasaa juasts aihaelly AWY) juast Jiag: (1) a8 kbl

Jelilly ol Lol 3 i) b OB CDA 530 a Jy3ulissidl Jelis n (1) i) jumad

Sl (C-H) 1 Bl e s Jilaall Tadd) dajns dy5i¥) Juisy)Sl) e gane Jaal 353 (1=

¢ il cpa¥) 3 sue¥) Ao sene Aalp QY] DA sl W Gl e plSH AL ISl Al Cpany

Ju Les Lnge W3S clanall lali€sne Cai€ el 3 [14]480aS) culi il pladinly il ) jads

Cuhll ael 3 ¢ sheall cind A aladiuly Lk peasddl ) Gadd S oY) degene 25ag Slo

(2) 35hase) Jmad & ilas V) (C-H) L sl (-an 3098) xic dajs selis (-an 2986 ¢ 2933) i

e 1742) die daia
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Caa el 3 ¢ Al GG s ahuell (s Gladl JAEN) G Sl Gohuel me ) el o
sie (Al b dajn cilaagly ¢ Lne¥) Jiisy)l) de ganal 393 (s 1652) ie Jas daja shpenl) cin 42V
Gle . lasyl (C-H) G ase (am 3060) die dajs yselas (NH) degene Jae ) s3a3 (-pme 3337)

D odla e, Jaohald) Adls oy oSl Adla))

Lja b (NH2)oms il 53 8 o Sl Cadally 28LaY) A€l DA (30 Gaany gV Al

5 (CH=N-NH) ai xeld il oSl ele Aja ada laamyy QLASH 4 Jis)Sll degana o ciynn
intramolecler nucleophilic ring ) 4slall @lad Jals Ldglku ogaa Al Joaad 40l syl s
& G S 33 e ALl ) g SN (e s Ao gsiad ) (-NH-) cpa 5 353 Jd o (Closure
b oy AlneSl Al 3 Gl Angiiy Opad Aesenay duaially sl Sl sl plS desens
Osigp JEm Sl haiuls ,(zwitherionic intermediate) dasall AW ass S ¢ 5<5 dy g ST 285
dila lSe clo Lpa dalal) 2865 32l Jawy day daiiy , padall Jbplll dla e Jalxie Sy (Sl

) Ll e Jelil) 480l [23] 0l
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C) S}
1—CH3-CO-|CH2 + og —> CH3-CO-CH2 + H20
H
0 OH
o /7 % |

H
2-CH3-CO-CH2 + Ph-C-H —> CH3-CO-CH2-CH-Ph

OH

|
3-CH3-CO-CH2-CH-Ph 129 CH3-CO-CH=CH-Ph

)
4- CH3-CO-CH=CH-Ph M» Ph-CH=CH-CO-CH=CH-Ph

Y ) PH

5-Ph-CH=CH-C-CH=CH-Ph +/NH2-NHCO-R ——> Ph-CH=CH-|C- CH=CH-Ph
\_/ NH-NHCO-R

ot NH-CO-R
6-Ph-CH=CH-C- CH=CH-Ph _-H20 ph.CH=CH-C-CH=CH-Ph

NH-NHCO-R / . /CO-R
r NH-Q0-R /Nﬁ =
l proton transfer Ph
7- Ph-CH=CH-C-CH=CH-Ph ——> )\/ g
Ph-CH=CH Ph-CH=CH

COR

/CO-R

N
HN" \
8- Ph
=
Ph-CH=CH Ph-CH=CH
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005 (2) Jsaall b daimse WS cuil€h HlealV) da gy uld DA e (9-3) @lSall dana (e W

el (C-0-C) Jaal agai (o 1066) 225 s dajs Cipelsl Cua (IR) shyaall cind dndl Ciarp o8
(C=0) Lal 53 ("au1664-1640) dejas ¢ (C=C) aal a5xi ("aul635-1618) i zslis dains (6)
sl e b))y 3l (C-H) Lad a5a ("an3075-3045) 5 ("22988-2960) s L sl (ufiaias

Sl e (468) clall (OH) Ladl agai ("an3440) 5 ("an3446) 225 die daja miliall cyelaly LS

(4) Jsanll b mamse LS (7) S5all (C-Cl) desamal agni (a7 11) 20l die dajn jsela

(9-3) ClSall Lmusiiad) 358 AndVy o hpanll Cand AalY) it (4) ady J g2

. IRvcm™ (KBr) Elth\)/H
&r:p. C &= alicp:;;tic Arf):r-nl_z;tic SlicE | Amax !

(nm)

3 1600 1650 2988 3045 - 286

4 1602 1664 2971 3070 3440 (OH) 300

5 1618 1640 2970 3050 - 289

6 1608 1660 2977 3060 1066 (C-0O-C) 290

7 1610 1655 2980 3050 711 (C-CI) 294

8 1600 1654 2839 2964 3446 (OH) 296

9 1605 1655 2960 3055 - 293

sheall cint AadY) b (ulis SleatV) Gilagy Gl DA (e sl (16-10) Sl parsii &

L (C-N)  Lad agni (Taul 180-1097) ains, (C=C) haal 252 (7aul 635-1618) ajn cupelal ua
@ssill Gl Cula Aasiuly (16-10) @lSiall caadd LS (NH) hal o (17a3444-3406) aims
lalall CH J a5a3 (7.8-7ppm) gaal) die (abaial aja Jacl a8 (6) Jsaall & WS Ggig ) sdalizal

¢ sl e (11615) guSsall (OH) 1 253 (4.7-4.9ppm) wie alisial aja Jacly WS dlay V)
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(3:5-3.2ppm) sl xie jalaial dajay ¢ (NH) 1 25 (2.7-2.3ppm) sad) die jalaial daiag

s
o

- (6) Usiall b geamsa LS (CHy) J apes

(16-10) Sl ¢lanl) cin 42 it (5) p dssn

IRvcm™ (KBr)
piTag C-N | NH aliﬁ;\;'tic oH =0 | c=C Others

10 | 1155 | 3444 | 2988 3045 | 1650 | 1600 :

11 | 1168 | 3415 | 2080 3075 | 1654 | 1613 | 3446 (OH)
12 | 1166 | 3810 | 2970 3050 | 1640 | 1608 i

13 | 1170 | 3819 | 2977 3060 | 1660 | 1580 | 1028 (C-O-C)
14 | 1097 | 3a06 | 2980 3050 | 1655 | 1600 | 696 (C-Cl)
15 | 1180 | 3420 | 2071 3070 | 1664 | 1595 | 3440 (OH)
16 | 1180 | 3430 | 2960 3055 | 1655 | 1605 i

(16-10) b yall dunidiall (358 AV 5 (g 535 ll omshalinall (g 5 il (i 1) Cida: (6) Al Jg2a

'H-NMR
Compound No. (d§-DMSO) UV (EtOH) s (NM)

(ppm)

10 7-7.6(CH)aromatic ,2.4(NH),3.2(CH,) 310

11 7-7.5(CH)aromatic ,2.3(NH),3.4(CH,),4.7(0OH) 320

12 7.1-7.8(CH)aromatic ,2.4(NH),3.45(CH,) 322

13 7.2-7.6(CH)aromatic ,2.55(NH),3.5(CH,) 315

14 7-7.4(CH)aromatic ,2.6(NH),3.44(CHy,) 302

15 ,72'.13(7N8r(|():,;|.)2a(rc(:)mf)t,$9(0H) 313

16 7-7.3(CH)aromatic ,2.7(NH),3.3(CH,) 326

o
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: ® 5
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% @ S 2 0 =
e3 g g ‘i g :
o L S j 5| :
i '; 1 4
5 2 iR
60 - L g i g & i
1000 g : @ S
R e S
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©
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Current Data Parameters

NAME Mohamad Khader
EXPNO 1
PROCNO 12
F2 - Acquisition Parameters
Date_ 20160729
Time 10.43
INSTRUM av300
PROBHD 5 mm DUL 13C-1
PULPROG s |
D 65536
SOLVENT DMSO
NS 16
()}{ DS 2
SWH 8333.333 Hz
\ FIDRES 0.127157 Hz
C=C a0 3.9322100 sec
F{ F{ RG 1149.4
HN_N DW 60.000 usec
! - DE 6.00 usec
C‘O TE 298.9 K
++ (: D1 1.00000000 sec
2 MCREST 0.00000000 sec
Pq MCWRK 0.01500000 sec
Pd ======== CHANNEL fl ========
Pq NUC1 1H
Pl 8.00 usec
PL1 -3.00 dB
SFO1 300.1318534 MHz

J

M

1 10 9 8 7 6 5 4 3 2 1

O[M (N[ O|1|N| 0 ]
i e B B B e A )
™ Olr|r|vr|NIN|m= [y}

#8) el TH-NMR 01535l pusslalinal) (50l (ol il iy 2 (3) oy Jal
(15)

o

ppm

6

32768
EM

0
0.30
0

1.00
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F2 - Processing parameters

300.1300378 MHz

Hz
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