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ABSTRACT

Keeping in view of utility of Microwave induced @rgc Enhancement (MORE) chemistry, microwave induce
preparation of 1- (2-hydroxy phenyl) -5- phenyl-pdntene- 1,3- diones in a single pot reactioneigarted which
on condensation with hydroxylamine hydrochloriddemmicrowave irradiation afforded 3- (2- hydroxyptyl) —5-
styrylisoxazoles in only 100 sec. These compound earacterized on the basis of elemental analyisand
NMR spectral data.
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Green and sustainable chemistry has been subjéstenisive research in recent years and the stinliss area
have led to development of cleaner and relativelgign chemical processes [1,2]. In these much teffas been
devoted to microwave assisted organic synthesis @A which leads to significantly reduced reactiomes,
enhanced conversions and is environmentally frieri8l5]. Further isoxazole nucleus is associateth vén
important class of heterocycles which display e$éing biological properties such as antiinflamgatoanti-
depressant, antiviral and so on [6-8]. This nuclalesigwith styryl group is likely to be more biologlly active.
Prompted by these observation a series of stywdimoles were synthesised. These compounds werdlyusua
obtained by refluxing 1- (2-hydroxy phenyl) -5- piyé pent — 4 — ene — 1, 3 — dione with hydroxylagnin
hydrochloride in pyridine for 5hr [9]. Now first éhdiones were obtained in a single pot reactioreungicrowave
irradiations [10] and then a simple method had bdewreloped for the condensation of these dione& wit
hydroxylamine hydrochloride to give styrylisoxazolender microwave irradiations in 90-95% yield.

MATERIALS AND METHODS

Melting points were determined in open capillaripds and are uncorrected. IR spectra were recondeRietkin-
Elmer Spectrum BX-series FTIRH NMR spectra on Bruker Avance Il 400 MHz NMR speateter using
tetramethylsilane as internal standard and cherstuéil values are reported énscale. The reaction was carried out
in domestic microwave oven (Samsung, Model No. BEKIF, output energy 900W, frequency 2450 MHz) gsin
30% power for all experiments.

General procedure for microwave assisted synthesid 3- (2- hydroxyphenyl) — 5 - styrylisoxazoles.

A mixture of 1- (2-hydroxy phenyl) — 5 — phenyl pen4 — ene — 1, 3-dione (5 mmol) and hydroxylamine
hydrochloride (10 mmol) and the base i.e. tritoadsorbed on flyash (50% composition) was prepayeddaling
few drops of acetone, air dried and it was takem ilmosely stoppered 100ml R B flask. Then the onxtwas
subjected to microwave irradiations. Completiorttaf reaction was checked on TLC and the reactiotund was
dissolved in chloroform. Organic layer was filtetedremove flyash and solvent was distilled offnfréilterate. The
residue was washed with water, dried and recrgstdlfrom methanol to get the desired product. (Behel)
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Scheme - 1

Spectral data of compounds 4a to 4f

4a: (R= R, = Ry = H), m. p 216 - 17 ( Found C, 77.5; H, 4.6; N, 5.0,{H;3 O,N requires C, 77.6; H, 4.9; N,
5.3%). IR (KBr): 3100, 1640, 1620, 1510, 1450, A,32250, 1130, 950, 808HNMR: 6.80 — 7.50 (12H, m, Ar-H
and -CH = CH-) and 9.80 (1 H, s, Ar- OH).

4b: (R, = Ry = H, R = CHy), m.p 196, (Found C, 77.6, H, 5.0, N, 4.8, H:sO,N requires C, 78.0; H, 5.4; N,
5.1%). 'H NMR: 2.30 (3H, s, - Ch), 6.95- 7.60 (11H, m, Ar-H and -CH = CH-) and 9(aCH, s, Ar- OH).

4c: (Ri= H, R= CHs, Rs= OCHs), m.p 197, (Found: C, 74.1; H, 5.3; N 4.3,48,,0; N requires C, 74.3; H, 5.5, N;
4.6%)"HNMR: 2.33 (3H, s, - Ch), 3.60 (3H, s, OCH) 6.80 — 7.55 (10H, m, Ar- H and —CH = CH-) and®(&H,

s, Ar-OH)

4d: (R; = R, = H, R = OCH), m.p. 195, (Found : C, 73.2; H, 4.6; N, 4.7,;4H;50;3N requires C, 73.7; H, 5.1; N,
4.8%),"HNMR: 3.50 (3H, s, OCH); 6.80-7.50 (11H, m, Ar-H and —CH= CH-) and 9.861( s, Ar-OH)

4e: (R, = CHy, R= Ry = H), m.p. 225-2%5 (Found : C, 77.5 ; H, 5.0; N, 4.7,43:50, N, requires C, 78.0; H, 5.4;
N, 5.1%),"HNMR: 2.42 (3H, s, CH), 6.90-7.65 (11 H, m., Ar-H and -CH=CHr)da9.85 (1H, s, Ar-OH)
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4f: (R; CH3 R, = H, R= OCH). m.p. 217-18 (Found : C, 74.0; H, 5.1; N, 4.5,4H,,0:N requires C, 74.3; H, 5.5;
N, 4.6%).*HNMR: 2.45 (3H, s, CH), 3.50 (3H, s, OCH), 6.85-7.55 (10H, m., Ar-H and -CH=CH-) and 9.86{(
s, Ar-OH)

CONCLUSION

The synthetic procedure to get 3- (2- hydroxypherb styrylisoxazoles using microwave irradiatiproved to be
highly efficient and convenient method for prepimatof this important class of compounds. This rodtis very
much superior to previous conventional heating @doce where the reaction takes much longer timegusi
hazardous solvents and yields are significant lottds important to say here that shortening @fcten time and
improvement in yields in addition to simplicity pfocedures obtained with this method may be of mgnce for
the industrial and large scale production of thesapounds.
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