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ABSTRACT

Six different Chalcones I(a)-I(f ) were synthesizgy condensing 2-hydroxy-3-iodo-5-methyl acetopivee with
six different aromatic aldehydes in ethanol usirefON. These chalcone were cyclized with diphenyburga in
ethanol yielding lla — }l. The synthesized compounds were characterizédRbyNMR spectral analysis.
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INTRODUCTION

M.Koketsuet al. have synthesized 1, 3 — thiazine derivatives ami@ antimicrobial agents [1] M.Koketst al.
have synthesized 2-alkylthio-1, 3-thiazine derw@si from s- alkyldithiocarbamate andp- unsaturated ketone [2].
Nicolas Leflemmeet al. have synthesized dihydro and tetrahydro-1, 3-Zihea derivatives frorfi aryl —p3- amino
acids [3]. X.F.Lin has synthesized metyl-2-amino-4-metyl-64mie6H-1, 3-Tiazine-5-carboxylatg4]. Stefanie
De Montiset al. have synthesized high yield 4H-1, 4- benzo- ihmzdioxide derivative [5]Fisyuk A.S. have
synthesized with new approach for 1, 3 chloroismtjinatoalkanes and synthesis of tetrahydro-1, &zihe-2-
thiones and 2- alkylamino -5, 6- dihydro-1, 3-thiees [6]. V.N.Yuskovet®t al have synthesized new method for
synthesis of 5-acyl-1, 3-Thiazines [7].

M.Koketsu synthesized 4-etyl-4-hydroxy-2-phenylédinydro-4H-1, 3-thiazine [8]. Norbert G. De Kimpmve
synthesized 5-Acetyl-2, 3- dihydro-1, 4- thiazia@ery intense roasty, popcornlike odorant [9]. BkKtsuet al.
have synthesized 4-hydroxy-4- methyl-2, 6-dipheny®- dihydro-4-H-1, 3- thiazine [10].

Motomu muraokeet al. have studied reaction of 1, 3- Thiazines -2, 6idites and synthesis of 2-alkylthio-2, 3-
dihydro-1, 3-Thiazine-6-thiones by reductive alkiga of 1, 3- thiazine -2, 6- dithiones [11]. Mata Muraoka
synthesized 1, 3- thiazine derivatives from 2-ingymlopentanedithiocaboxilic acid [12]. N.Ingarsahve
synthesized and antimicrobial activity of some amdA[1, 1'-biphenyl-4-yl] -6-aryl-6H-1,3-thiazinefl 3].Dipti
R.Patilet al. synthesized ecofriendly synthesis of benzoxazamesbenzothiazines at ambient temperature without
catalyst and their antibacterial and antifungaivitgt[14]. A.Nagrajanet al. have synthesized and studied biological
activity of bis- Chalcones, bis-Thiazines, and Bigimidineq15].

Ujwala Sawarkait al has studied synthesis, characterization and asrtitmial activity of some 2-(propen-1-one)
aryl-3-substituted phenothiazine [16]. M.S.A.EL-@abave studied the synthesis of new cyclopenta[¢]3]
thiazine derivative and their use as antimicrobigént [17]. Ibadur R.Siddiquet al have studied novel one-pot
synthesis of 1, 3-dithiins and 1,3-thiazines undecrowave irradiation [18]. Naresh Kumat al have studied
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synthesis of some new 10Hpyrido [3, 2-b] [1, 4 banzothiazine and their ribofuranosides as pts
chemotherapeutic agents [19].

MATERIALS AND METHODS

Melting points of all synthesized compounds wertedrined in open capillary tu and are uncorrected. The pur
of compounds were checked by TLC using silica R.Ispectra were recorded on Pe-Climer-841 spectrometer
(Cm™) in KBr disc and NMR (Brucker Avance Il 400 NMR3ing CDC; as solvent.

Synthesis of 2-hydroxy-3-iodo-5nethyl-acetophenone (Compound-1)
By known method from presol to |-crysyl-acetate prepared and then by fries migri-2-hydroxy-5-methyl
acetophenone which on iodination give-hydroxy-3-iodo-5methyl acetophenone (Cor-1).

Synthesis of substituted Zydroxy-3-iodo-5-methyl chalcones [k — ]

Compound }ito Ipwere synthesized from-hydroxy-3-iodo-5methyl acetophenone by reacting with six differ
aromatic aldehydes by known method in solvent ethasing 40% NaOH. The phical data of compounggto |
is given in table no. 1.

Reaction scheme 1
|
|

OH
OH 0
+ RCHO 40%NaOH+ethanol
=3 COCH;, C.CH= CH-R
CHs
0] 1F)
The groups R are shown in Table no. 1
Table no.1
S.N. Compound No. R Mole. Formula M.P.°C Yield
1. la @ CieH130l 110°C 72%
2. b @ ocH, CarHisO4l 142°C 68%
3. le —< >— Cl CyeH1,0ICI 160°C 70%
OH
4 k 4@ CagHisOsl 80°C 66%
5. lo -HC=HC14@ CigH1500l 130°C 63%
6. I @ CiH110sl 80°C 65%
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Synthesis of-4,6-diaryl-2-imino2,3-diphenyl-6H- 1, 3-thiazine.(Il -1l 5)

Compound (o I ) 0.01 M anddiphenyl thiourea 0.01 M and 0.02 M KOH "seith a few drops of piperidine
were refluxed in 25 ml ethanol for 2 to 2.5 houBslute it with water and acidified with conc. HCThe produc
crystallized from ethanol. Physical data are showsable no. z

Reaction scheme no. 2

| S I OH N— Ph
H | I
Fh— HN—C—NH— Ph P Bho N S
’
H —CH= CH-— ethanol+KOH+few | | | .
s E R drop of piperidine &1 X ~~ R
(la-if) (la-if)

The groups R are shown in Table no.2.

S.N | Compound No Mole. Formula M.P.°C Yield

1. lla CogH230N,S | 116°C 65%

CaoH2s0:N2S | 138-142C | 60%

=
3. Il 4@70 CaH2ON,SICl | 151°C | 62%
OH

CooH230:NLS | 108°C 63%

5. lle -HC:HC@ CaiHa50N,S | 140°C | 58%
6. 1l 4@ Cy7H21ONLS | 128°C 60%

RESULTS AND DISCUSSION

Compound ¢ — Ipand Ik, — Il were synthesized through the route as shown inrgeneactions R and’ as
shown in table no. 1 &. Similarly, physical data as shown in table nantl 2. The synthesized compourl,(ly),
(le) and 1) were confirmed on the basis of IR, NMR specaralysis

Characterization data of compound

2-hydroxy-3-iodo-5-metyl acetophenone (!

IR (KBr) v max cm™

3200 cnit (s) —phenolic OH , 2919 ¢ (s) — Aromatic C-H stretching , 1635 ¢r8=0 stretching , 1082 ¢* (S)
Ar-CH; - stretching , 1020 cm(S) Ck; stretching , 642 cthC-| stretching .

H1 NMR: [ & CDCl;]
2.38(S,3H ,Ar-CH), 2.65 (S, 3H, COCl), 7.56 (S, 1H, ArH) , 7.78 (S, 1H , A-H ), 12.95 ( S, 1H ,
Ar-OH ).
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2-hydroxy-3-iodo-5-methyl —phenyl chalcone. (3)

IR (KBr) v max cm -+

3412 cnt (br) — phenolic OH, 2917 ¢M(S) AR-C-H- Stretching, 1746 ¢hn(S) C=0 of O=C-CH=CH Stretching,
1358 cnt (S) C-O stretching in Phenol, 1264-1230ci§8) Ar-O stretching in ether, 563-548 ¢tn(S) C-I
stretching.

H1 NMR: [ & CDCI3 ]
2.3-255 (S, 3H ,Ar- CH), 7.45 (S, 2H ,HC=CH ), 7.5-7.9(m , 7H , Ar-H ), 13% br , 1H ,Ar-OH ),

2-hydroxy-3-iodo-5-methyl —phenyl-4-phenyl ethenythalcone.( L)

IR (KBr) v maxcm

3400 cnt (br) — phenolic OH, 2914 ¢M(S) AR-C-H- Stretching, 1631 ¢in(S) O=C-CH=C, 1353 ci{S) C-O
stretching in Phenol, 1230 ¢l8) Ar-O stretching in ether, 690.26 ¢(8) C-I stretching.

H1 NMR: [ & CDCI3 ]
2.1-2.35 (S, 3H ,Ar- CH), 2.8-35 (S, 1H ,0=C-CH ), 5.2-5.8 (d , 2H ,HC=CH ), 6.7-7.8 (m , 9H ,Ar-
HC=CH &) (2H) & Ar-H (7H), 13.5-13.6 ( br, 1H ,Ar-OH ),

-4- (2'’- hydroxy -3-iodo-5-methyl phenyl) -6- (-4phenyl) - 2, 3-diphenyl- imino- 6H- 1, 3-thiazine( Il ;)

IR (KBr) v maxcm

3460 cnt (br) — phenolic OH, 3206 cM(S) C=N- streaching, 3033-3010 ¢n¢S) Ar-CH streaching,Ar-CH3
streaching, 1449 cMm(S) C=NstreachingC=C streaching vibration in aryl group., 1341 tr8) C-N streaching,
818 cm' (S)C-I stretching

H1 NMR: [ & CDCls ]
2.15(S,3H,Ar-CH), 2.8-3.15 (d , 1H ,CH), 3.85 (d , 1H ,CH ), 6.5-8.005 (m , 17H ,Ar-H), 8-8.5 ( br ,
1H ,Ar-OH ),

CONCLUSION

Present study describes the synthesis of Chalcandssynthesis of 4,6 — diaryl-2-imino-2,3-diphefd-1,3-
thiazines. Compounds were characterized by |.RM8.R.
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