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ABSTRACT

A seriesof phenyl 2-(3,4-dihydro-3-oxo-2H-benzo[b] [ 1,4] thiazin-2-yl)acetate
have been synthesized by using microwave technique. This method
requiresvery short period of time, better yield with high purity as compared
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to conventional method. © 2009 Trade Sciencelnc. - INDIA

INTRODUCTION

Heterocyclic moietiescan befoundinalargenum-
ber of compoundswhichdisplay biologicd activity. The
biologica activity of the compoundsismainly depen-
dent on their molecular structuresl. In recent years
sul phur and nitrogen contai ning compoundshaveganed
unigqueimportance dueto broad spectrum of pharma-
cologica activities?® which arereflected by their use
asandgesic¥, antifungd®, antiinflamatory®” and anti
HIV activity®. 1, 4-benzothiazineand it’s derivatives
playsanimportant rolein biochemica processes?. Clini-
cal and pharmacol ogical propertiesof 10H-phenothi-
azines and 4H-1,4-benzothiazineshave been widely
studied sincealong timewhich gppearsin numerous
biologicaly activenatural products®®. Thebiologica
activitiesof thecompound contai ning thisbasic moiety
wieldy used as antihistaminicg¥, antipsychoticd*?,
antiemeticd*3, neurolepticg™, tranquilizerd™ eterifi-
cationisanimportant reaction inorganic synthes's, and
ester haveawide applicability in peptide synthesig®,
medicinal chemistry!*”*8, aschiral sources'*?? and
polymer material §524,

Theuseof microwavesin organic synthesishasin-
creased dramatically inthelast years, receiving wide-

spread acceptance and becoming an indispensable
tool !, Microwavetechnology has becomeapowerful
tool in organic synthesis, since by employing thistech-
niqueit isgenerally possibleto prepare organic com-
poundsvery fast, with high purity and better yie dscom-
pared to other more conventional methods®*2. Inthe
search for economicand environmentdly friendly syn-
thetic methods, syntheses of estersof 1,4- Benzothiazine
acid with phenols by using microwave offer asignifi-
cant rout for green method.
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TABLE 1: Physical congtantsand timerequirement of compounds(l1 a-k)

Obs. M. P. Timein Min. (Time M.W.Yield (%
M olecular
Comp. Ar (°C) for Conventional in (conventional yield Formula
(Lit*.M.P) Hrs.) %)
O_
269-270 6 93
a @ (267-268) (6) (82) C16H1303NS
O_
237-238 8 88
—0
274-275 8 81
e (276-278) (7) (77) C20H2:03NS
o
cl 280-281 9 83
O__
206-208 7 79
e © (204-205) (8) (73) C17H1203NS
CHO
291-292 12 89
I f Ci1sH1505NS
—O0 ; (292) (8) (78) 18M1505
OMe
o— 9
282-283 88
o (281-282) () (75) CaoH150:NS
AN 247-248 10 36
; /©\)l (245-249) ™ ) CrothisONS
o o~ o
. 277-278 8 87
I CaoH2:03NS
- O§ (279-280) @) (76) 20M2103
N
. - 256-257 7 88
o N (255-256) (8) (79) C1eH1403N2S
_O
o—
189-190 8 89
OMe
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EXPERIMENTAL

Meélting pointsof all the synthesized compounds
were determined by open capillary method and are
uncorrected. Thepurity of synthesized compoundswas
checked by thin layer chromatography. The homoge-
neity of the compoundswas monitored by ascending
TLConslicagd (Merck) glassplates, visualized by
iodine-vapour. Devel oping sol ventswere hexane-ethyl
acetate (8:2). All the chemica sand sol ventsused were
of synthetic grade (S. d. Fine, chemicals, Mumbai,
India).

phenyl 2-(3,4-dihydro-3-oxo-2H-enzo[b][1,4]-
thiazin-2-yl)acetate (Va)

A mixtureof phenol (10mmoal) inDMF (30mL) con-
taning K,CO, (20mmol) wereirradiated for 2min and
then compound | (10mmol) was added lowly over the
period of 2 min. Thereaction mixturewasagainirradi-
atedinmicrowaveat power 60for 4 min. withintervals
of 1 min. The progress of reaction was monitored by
TLC. After completeion of reaction, thereaction mix-
turewas cooled, pourediniceand neutraized with di-
lute HCI. The separated solid wasfiltered, washed with
water. Crude compound wasrecrystallised from etha-
nol. Yield 93 %, m.p. 269-270°C. A Kenstar,
(OM30DCEF), (2450W) domestic monomode micro-
wavewith facility to changethe power level was used
to carryout thereaction.

RESULT AND DISCUSSION

In contribution of our works on synthesis of het-
erocyclic compound®, ester of 1,4-benzothiazines
were synthesized by conventional method. The con-
ventiona method requires6-8 hrs. withmoderateyield.
Phenol, p- cresol requireslesstimewhilevanillin, 4-
Me-7-hydroxy coumarin requiresmoretimeand re-
mai ning requires moderatetime.Further increasein mi-
crowaveirradiation period resulted no improvements
of results.

CONCLUSION

The 1,4-benzothiazine esterswere synthesized by
conventiona aswel asmicrowaveirradiationtechnique.

—= Pyl Peper

Themicrowaveirradiation techniquewasfoundto be
more convinent dueto short reaction time, small quan-
tity of reactants and solvent are required. Moreover
the product obtai ned were of high purity with greater
yield than conventional methode.

Inconclusion, we havedevel oped smple, rgpidand
greener methodol ogy for the synthesisof estersof 1,4-
benzothiazine.
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