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SYNTHESIS OF IODO-CHALCONES
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ABSTRACT

Six different chalcones I(a)-I(f) were synthesized by condensing 2-hydroxy-3-iodo-5-methyl
acetophenone with six different aromatic aldehydes in ethanol using NaOH. The synthesized compounds
were characterized by IR and NMR spectral analysis.
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INTRODUCTION

Claisen synthesized chalcones by condensation of 2-hydroxyacetophenone with
aromatic aldehydes in presence of acidic' or basic’® media. Thirunarayanan and
Vanangamudi® synthesized some 4-bromo-1-napthyl chalcone using silica-sulfuric acid
reagent under solvent free condition. Xu et al.* synthesized the chalcones catalysed by a
novel solid sulfonic acid from Bamboo.

Severi et al.” synthesized and studied activities of a new series of chalcones as aldose
reductase inhibitors. Palleros® studied solvent free synthesis of chalcones. Srivastava’
synthesized ecofriendly microwave assisted synthesis of chalcones. Rohrmann et al.® used
the chalcone in the synthesis of medicinal intermediates. Chalcones show the amoebicidal
activity’.

EXPERIMENTAL

Melting points of all synthesized compounds were determined in open capillary tube
and are uncorrected. The purity of compounds was checked by TLC using silica G. IR.
Spectra were recorded on Perkin-Elimer-841 spectrometer (cm™) in KBr disc and NMR
(Brucker Avance I1 400 NMR) using CDCl; as solvent.

*Author for correspondence; E-mail: aprana_dighade@rediffmail.com
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Synthesis of 2-hydroxy-3-iodo-5-methyl-acetophenone (Compound-1)

By known method p-crysyl acetate was prepared from p-cresol to and then by Fries
migration-2-hydroxy-5-methyl acetophenone, which on iodination gives 2-hydroxy-3-iodo-
5-methyl acetophenone (Comp. 1).

Synthesis of substituted 2-hydroxy-3-iodo-5-methyl chalcones (I, — I)

Compound I, to Iy were synthesized from 2-hydroxy-3-iodo-5-methyl acetophenone
by reacting with six different aromatic aldehydes by known method in solvent ethanol using
40% NaOH. The physical data of compound I, to I¢is given in Table 1.

I I
OH OH

40% NAOH + Ethanol
+ RCHO >

CH; COCH, CH; (ﬁ.CH =CH.-R

Reaction Scheme

The groups R are shown in Table 1.

Table 1
M.P. Yield

S. No. Compd. No. R Mol. formula °C) %)
1. 1. @ Ci6H150,1 110°C 72

2 I, O OCH,  CpHi0  142°C 68

3 Ic 4®7 Cl C]sH]zOzICl 1600C 70

OH
Ci6H13051 80°C 66
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M.P. Yield
. No. . No. R Mol. f 1
S.No. Compd. No ol. formula °C) (%)
5. I. -HC = HC @ Ci13sH50,1 130°C 63
6. I Ci4H,051 80°C 65

Characterization data of compound (I)

2-Hydroxy-3-iodo-5-metyl acetophenone (I)

IR (KBr) Vmay (cm™): 3200 cm™ (s) — phenolic OH, 2919 cm™ (s) — Aromatic C-H
stretching, 1635 cm™ C = O stretching, 1082 cm™ (S) Ar-CHj; - stretching, 1020 cm™ (S)
CHj stretching and 550 cm™ C-I stretching .

'"H NMR: (06 CDCl3): 2.3 6 (s, 3H, Ar- CH3), 2.6 6 (s, 3H, COCH3), 7.5 8 (s, 1H,
Ar-H), 7.7 6 (s, 1H, Ar-H) and 12.9 & (s, 1H, Ar-OH).

2-Hydroxy-3-iodo-5-methyl- chalcone (I)

IR (KBr) Vmax (cm™): 3412 cm™ (br) — phenolic OH, 2917 cm™ (s) — Ar- C-H
stretching, 1746 cm™ C = O of O = C-CH = CH stretching, 1358 cm™ C-O stretching in
phenol, 1264-1230 cm™ Ar-O stretching in ether and 563-548 cm™ C-I stretching .

"H NMR: (0 CDCl3): 2.3-2.5 6 (s, 3H, Ar- CH3), 7.5 6 (s, 2H, -CH = CH), 7.5-7.98
(m, 6H, Ar-H) and 13.5 6 (s, IH, Ar-OH).

2-Hydroxy-3-iodo-5-methyl-4-methoxy chalcone (I)

IR (KBr) Vmay (cm ): 3412 cm™ (br) — phenolic OH, 2912 cm™ (s) — Ar- C-H
stretching , 1743 cm™ (S) C = O stretching, 1637-1604 cm™ O = C-CH = CH stretching,
1352 em™ C-O stretching in phenol, 1266-1237 cm™ Ar-O stretching in ether and 536 cm™
C-I stretching .

"H NMR: (3 CDCly): 2.315 (s, 3H, Ar- CHs), 3.85 8 (5, 3H, OCH3), 6.9 5 (d, 2H, -
CH = CH), 7.2-8.15 (m, 6H, Ar-H) and 13.7 3 (s, 1H, Ar-OH).
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RESULTS AND DISCUSSION

Compound no. 1, [, and I, were synthesized through the route as shown in general
reactions R as shown in Table 1. Similarly, physical data are shown in Table 1. The
synthesized compounds 1, I, and I, were confirmed on the basis of IR and NMR spectral
analysis.
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