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ABSTRACT

The target compounds N'-(2, 5-dichloro benzoyl)-3-methyl-4-(substituted phenyl hydrazono)-
5-pyrazolone derivatives (2a-2t) have been synthesized by the condensation of different ethyl 2,3-
dioxo butyrate-2-(substituted benzeneazo) phenyl hydrazone (1a-1t) with 2,5-dichloro phenyl hydrazine
by using glacial acetic acid as a condensing agent. The structural assignment are based on their
melting point, colour, elemental analysis, spectral data (IR) and chemical properties.
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INTRODUCTION

Pyrazolone ring has fairly accessible
properties and hence attracted much attention in
the wide research area of synthetic chemistry. An
intensive literature survey of the synthesis for
various pyrazolone derivatives has been carried
out,pyrazolone derivatives have been possess for
their wide range of biological activity'. it also reported
to have anaesthetic properties®® and antibacterial
activities*®. Some derivatives of pyrazolone have
also been found to possesses,
antidiabetic®,analgesic’, diuretic®, antitumor®,
anticonvulsant', and also antibacterial'', antifingal'
activity .

Pyrazolone have attractive target in organic
chemistry because of their reactivity and biologi cal
significance such as anticancer'®, antitubercular®,
antihypertensive'®, microbials. In continuation of our
previous work'®'”. keeping these facts in view we

report here the synthesis of some new N'(2,5
dichloro benzoyl)-3-methyl-4-(substituted phenyl
hydrazono)- 5 -pyrazolones. The present
communication deals with the reaction of subs. ethyl
aceto hydrazones with 2,5-dichloro phenyl hydrazine
in presence of glacial acetic acid.

EXPERIMENTAL
MATERIAL AND METHODS

All the chemicals were used for synthesis
are of analytical grade and was obtained from Sigma-
Aldrich Co. Melting points are taken in open capillery
tubes and were uncorrected. Purity of the newly
synthesized compounds was checked by TLC. IR
spectra were recorded on Perkin-Elmer spectrum
RX-1 FT-IR spectrophotometer using Kbr disc
method. The physical and analytical data of the
synthesized compounds is presented in the Table-1
and spectral evaluation are recorded in the Table-2.
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General procedure for the synthesis of 2,3-dioxo
butyrate-2(substituted benzeneazo)
phenylhydrazone (1a-1t)

To the substituted aniline (0.025 mole) was
diazotised by adding concentrated HCI (8ml) and
dis. water (6ml) cooled the solution at 0°C in an ice-
bath, the cold aqueous solution of NaNO, was added
to it, the prepared diazonium salt solution was added
drop-wise in to the maintained at 0°C cooled solution
of sodium acetate (0.12 mole) and ethyl aceto
acetate (0.025 mole) in ethanol (20 ml) dissolved
with minimum quantity of dis. water ,thus the product
started separating, filtered, recrystallized with hot
ethanol.
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General procedure for the synthesis of N'-(2,5-
dichloro benzoyl) - 3 - methyl - 4 - (substituted
phenyl hydrazono)-5-pyrazolone (2a-2t)

To (1a-1t ; 0.001 mole) was dissolved in
10 ml of ethanolic solution of 2,5-dichloro phenyl
hydrazine (0.001 mole) and refluxed for about 4-5
hours in the presence of 4 - 5 drops glacial acetic
acid, the obtained product was filtered, recrystallized
with ethanol and identified to be N'-(2,5-dichloro
benzoyl)-3-methyl-4-(substituted phenyl hyrazono)-
5-pyrazolone.

N=NCI 0 Con.HCI »COOCH. cl
G-cH. CH,COONa, NH-N=C
AN nano, “COCH, it RN
* H:':R Ethanol , ol :
R C-OCH, at0’c GAA,
1] R Ethanal, ¢
Subs. o {1a-1t) Reflux.,
Amine Ethyl aceto 2,3-dioxo butyrate- 4-5 hrs
acetate 24{subs.benzeneazo)
phenyl hydrazone  ? @-N =N-I—|- CH,
Where o . 2.0CH5-CH(2a), -4-CH, (2k) R 1.’:| L’
- 3-Cl-4-0CH, {2b}, -2-0CH, (21 0OF N
- 2-CH, (2¢), -4 -0OCH, {2m) Cl
- 34-Cl, {2d), -4 -Br, {2n)
- 4-F, (2e), -2,5-Cl, {20}
- 2-Cl-3-F, (21, - 2-F, (2p) Cl
. ;g: :iﬁ}. -3-Cl-2-CH,  [2q) (2a-24)
- Soae e iﬂﬁ :ﬂ= EE’J N'{(2,5-dichloro benzoyl)-3-
! E-DCHJ 2l ; 2 methyl-4-(substituted phenyl
3 " -25-(CHy), (@) hydrazono)-5-pyrazolone
RESULTS AND DISCUSSION The IR spectrum of N'(2,5-dichloro
benzoyl)-3-methyl-4(substituted phenyl hydrazono)-
The IR (Kbr) spectrum of newly 5-pyrazolone 22" shows the absorption in the range

synthesized pyrazolones have been recorded in the
frequency region 4000-500 Cm-' in the Table - 2.

3465.2-3481.2 cm™ indicating the presence of -NH
cm stretching vibrations, and the other band are

Table 2: IR Absorption Bands

SNo. Codes MHecm” MH=Ccm’ ArC=0cm” C=Ncm’ N-Ncm” -CH,cm’
stretching  stretching stretching stretching  stretching  stretching
1. 2a 34191 23738 16459 1541.8 14738 1421.89
2 ?b 3419.2 2374.3 16543 1566.7 1482.8 1422.0
3. 2c 3464.1 2370.2 1648.8 1560.1 1473.8 1419.8
4. 2d 34652 2383.7 1637.9 1564.6 1474.3 1419.8
5. 2e 3418.2 23676 16509 1561.6 1488.7 14191
6. 2f 3419.2 2371.8 1620.8 1565.6 1483.4 14237
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appear in the region 2374.3-2363.7 cm™ are confirm
the -NH cm', absorption in the range 1654.3-1620.8
cm' stretching vibrations are confirm the aromatic
character -C=0 cm, absorption in the range
1566.7-1541.8 cm™' indicates the C=N cm’
stretching vibrations, and other band are appear in
the range 1488.7-1473.8 cm™' reveals the -N-N
cm-' stretching vibrations,the stretching vibrationsof
-CH, group are appear in the range 1423.7- 1419.1
cm™.

Pareek et al., Orient. J. Chem., Vol. 26(3), 1147-1150 (2010)

These observations are lent support to the
assigned structures of newly synthesized
compounds 2a-2f and other compounds 2g-2t.

According to these facts Substituted
Pyrazolones are stable solids, they have colouring
properties, higher melting point shows thermal
stability of the compounds.
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