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Abstract

Triazole ring moiety has a wide spectrum of biological activities. The synthesis, chemistry of
¢-allyl-o-(¥, ¢-dimethoxyphenyl)-¢H-),Y, ¢-triazol-Y-thiol was investigated in this study.

Key word: ', ¥, ¢-triazole, allylisothiocyanate,

Introduction

Due to the different biological activities of
V.Y, ¢-triazole such as antimicrobial', anti-
inflammatory", antioxidant', anti-
convulsant®, antitubercular’ and anticancer
activity. The utility of these compounds not
only in biological activity but also in
synthesis of other heterocyclic compounds
for examples: thiazolotriazoles",
triazolothiadiazoles", triazolothiazines', and
triazolothiadiazines''. There are several
reported method for synthesis of triazole as
Abdel Aziz H.A "'reaction, Ueda'* method
and Einhorn-Brunner'" synthesis.
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Results and discussion

-Allyl-o-(Y, ¢-dimethoxyphenyl)-¢H-
VY, ¢-triazol-Y-thiol was prepared
according to Scheme Y. Esterification of
¥, ¢-dimethoxybenzoic acid according to
Fischer esterification'* using ethanol in
presence of conc. H«SOs, treatment of ester
b with hydrazine monohydrate 47 give
hydrazide c. Reaction of of hydrazide c
with allyl isothiocyanate in presence of
absolute ethanol afforded the corresponding
carbazide d. Refluxing of carbazide d with
YN NaOH followed by acidification with
conc.HCl afforded the target compound e.
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Scheme Y: Synthesis of ¢-allyl-o-(Y,¢-dimethoxyphenyl)-¢H-),Y £-triazol-Y-thiol
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In the present study, the Y,Y,¢-triazole-Y-
thiol  derivatives was prepared by
intramolecular cyclization of the ), ¢-
disubstituted thiosemicarbazides.

Experimental

chemistry

Chemical reactions were monitored by
TLC, wusing Merck 4YAe pre-coated
aluminum plate silica gel (Kiesel gel %+) @
cmx Y« cm plates with a layer thickness of
«.Y mm. The spots were detected by
exposure to UV-lamp at A=Ye¢ nm.
Melting points were determined on Stuart
electrothermal melting point apparatus and
were uncorrected. NMR spectra (¢ ++ MHz
for 'H, Y Y MHz for '"C) were observed in
CHCIy on Bruker AM¢ .+ spectrometer
with tetramethylsilane as the internal
standard. Splitting patterns are designated
as follows: s, singlet; d, doublet; m,
multiplet.

General  procedure for  synthesis
synthesis of t-allyl--(¥,¢-
dimethoxyphenyl)-¢H-1,Y,¢-triazol-¥-
thiol.

Heating at reflux of benzoic Y,%-
dimethoxybenzoic acid with ethanol in the
presence of concentrated sulphuric acid as a
dehydrating agent afforded the
corresponding esters. Hydrazinolysis of the
ethyl ester derivatives with hydrazine
monohydrate in refluxing ethanol afforded
the corresponding carbohydrazides. The
structure of the formed' hydrazides was
confirmed by their reported melting points.

Heating at reflux of equimolar amounts of
the hydrazides and allyl isothiocyanate in
ethanol afforded the corresponding V,¢-
disubstituted thiosemicarbazides which was
used as a crude products for the next step.

Allyl-e-(¥,¢-dimethoxyphenyl)- £ H-1,¥,¢-
triazol-Y-thiol.
White crystal, -.r&gm, YA 9.7 m.p:!Yé
1 YeoC(Reported !"1-1¥0C)", 'H NMR
(°¢++ MHz, CDCly) 6= Y.9) (YH, s, -
OCHy), Y.4¢ (YH, s, OCHy), €.+3-£.V) (YH,
m, NCHy), ¢.A° (YH, d, Jyans=" V.Y Hz, N-
CH\CH=CHy), °.¢+ ('H, d, J=)+.£+ Hz,
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N-CH,CH=CH,), ©.4¢-1..Y (YH, m, N-
CH/CH=CH,), .44 (VH, d, J=A.¥+ Hz
Ar-H) , Y9 (OH, d, J=AY+ Hz, Ar-H),
Y.YY (\H, S, Ar_ﬂ), YYYY (\H, S, Nﬂ);
"C-NMR()Y® MHz, CDCly) & £1.Ye,
T w0 oY MY VY NIV QA NIVAY,
YYANT AYAQT YWY YA YVEg €Y V¢4 g0
YOV XYY VoY V.,

References

Y. Ulusoy, N.; Girsoy, A.; Otik, G.
Synthesis and antimicrobial activity of
some ,Y,¢-triazole-Y-mercaptoacetic
acid derivatives. Farm. Soc. Chim. Ital.
VAAQ Y4y 01 (1Y), div_doY,

Y. Paprocka, R.; Wiese, M.; Eljaszewicz,
A.; Helmin-Basa, A.; Gzella, A;
Modzelewska-Banachiewicz, B.;
Michalkiewicz, J. Synthesis and anti-
inflammatory activity of new Y,V,%-
triazole derivatives. Bioorg. Med.
Chem. Lett. Y:Yo, Yo (VY¥), YIlé—
YRy,

Y. Barbuceanu, S.-F.; llies, D. C,;
Saramet, G.; Uivarosi, V.; Draghici,
C.; Radulescu, V. Synthesis and
antioxidant activity evaluation of new
compounds from
hydrazinecarbothioamide and ,Y,¢-
triazole class containing diarylsulfone
and Y, £-difluorophenyl moieties. Int. J.
Mol. Sci. Y+ V£, 10 (1), )14+ A=) 4 4aYo,

¢, Kamboj, V. K.; Verma, P. K.; Dhanda,
A.; Ranjan, S. V,Y, é-triazole
derivatives as potential scaffold for
anticonvulsant activity. Cent. Nerv.
Syst. Agents Med. Chem. Y:Yo, Yo
(1), V=YY,

°. Kaplancikli, Z. A.; Turan-Zitouni, G.;
Chevallet, P. Synthesis and
antituberculosis activity of new Y-
alkylsulfanyl-\,Y,¢-triazole
derivatives. J. Enzyme Inhib. Med.
Chem. Y++2, Y+ (Y), YVA-VAY,

1. Romagnoli, R.; Baraldi, P. G.; Cruz-
Lopez, O.; Lopez Cara, C.; Carrion, M.
D.; Brancale, A.; Hamel, E.; Chen, L.;
Bortolozzi, R.; Basso, G.; et al.
Synthesis and Antitumor Activity of
V,°-Disubstituted Y,Y,¢-Triazoles as
Cis-Restricted Combretastatin

Analogues. J. Med. Chem. Y«\. oY
(V+), £YEA_£YOA,

vy Synthesis, Chemistry of ¢-allyl-¢-(*,¢-dimethoxyphenyl)-¢H-1,Y,£¢-triazol-¥-

thiol



MJIMR, Vol. YA No.Y, Y+ VY, pages (Y1-VA).

V.

Barbuceanu, S.-F.; Draghici, C; triazolothiadiazines and pyrazolo s-
Barbuceanu, F.; Bancescu, G, triazoles derived from ciproxacin].
Saramet, G. Design, Synthesis, Yao Xue Xue Bao Y+Y, £V (V), 17—
Characterization and Antimicrobial vy,
Evaluation of Some Heterocyclic VY. Dawood, K. M.; Farag, A. M.; Abdel-
Condensed Systems with Bridgehead Aziz, H. A. Synthesis and
Nitrogen from Thiazolotriazole Class. antimicrobial evaluation of some
Chem. Pharm. Bull. (Tokyo) Y+:Ye, ¥ VY, ¢-triazole, Y,V ¢-oxa(thia)diazole,
(3), VeV, and VY, ¢-triazolo[Y,£-b]-), Y, ¢-
Kamel, M. M.; Megally Abdo, N. Y. thiadiazine  derivatives.  Heteroat.
Synthesis of novel .Y, ¢-triazoles, Chem. Y2 YT (V), IYYAYY,
triazolothiadiazines and VY. Ueda, S.; Nagasawa, H. Facile
triazolothiadiazoles as  potential synthesis of ),Y,¢-triazoles via a
anticancer agents. Eur. J. Med. Chem. copper-catalyzed tandem addition-
YeoyE, AT Yo AL, oxidative cyclization. J. Am. Chem.
Ghattas, A. E.-B. A. G.; Moustafa, H. SoC. Yo+ 3, YY) (£Y), 10 A Y0 AY,
M.; Hassanein, E. A. A.; Hussein, B. VY. Saini, M. S.; Dwivedi, J. Synthesis and
R. M. Synthesis and Antibacterial biological significances of Y, Y, ¢-
Activity of Some New S-Triazole triazole and its derivatives: A review.
Derivatives. Phosphorus Sulfur Silicon Int. J. Pharm. Sci. Res. Y:\¥, ¢ (A),
Relat. Elem. Y+ Y, YAV (VY), Yéid— YATR,
VEAY, V¢, Salomé, C.; Kohn, H.
. Xie, S.-Q.; Chen, Y.-S.; Wang, G.-Q; Triphenylphosphine  Dibromide: A
Duan, N.-N.; Wen, X.-Y.; Cao, T.-Y.; Simple One—pot Esterification
Yin, J.; Wang, W.; Hu, G.-Q.; Huang, Reagent. Tetrahedron Y.+3, %o (Y),
W.-L. [Part 1V. Synthesis and £0T_£7.,
antitumor evaluation of s-
VA Synthesis, Chemistry of ¢-allyl-¢-(*,¢-dimethoxyphenyl)-¢H-1,Y,£¢-triazol-¥-

Osman et al.,

thiol



