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Synthesis of triclosan

LU Jirrong ,ZHOU Qing-jiang , MO Lir rong( The Depart ment Of Organic Chemistry, China pharmaceutical University,
Nan]'ing 210009 , China)

ABSTRACT :OBJECTIVE To synthesize triclosan and optimize the process . METHOD ' Triclosan was synthesized by diazotizing 2 ,
4,4’ -trichloro-2’-amino diphenylether and boiling the diazonium compound with H, O. 2,4 ,4’-trichloro-2’-amino diphenylether was
obtained by condensation of 2 ,5-dichloro-1-nitrobenzene with 2 ,4-dichlorophenolate , followed by the reduction of the 2,4 ,4’-
trichloro 2’ - nitro diphenylether . RESULTS  Triclosan was synthesized in four steps with the overall yield of 45 .83 % . The che mical
structure of synthetic products were confirmed by IR, HNMR , MS .CONCLUSION . The synthetic route is simple ,the initiative ma-
terials are easy to be obtained and this procedure is suitable for industrial manufacture .

KEY WORDS :triclosan ;diazo reaction ; Williamson reaction ;Sand meyer reaction ;synthesis
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7 @ . mpl53~155C, 7. IR( KBr) V(cm™ ') :3089,
1 25 ) 1574 1467 ,1426 ,1387,1202,1090,852 ,809 ; MS( m/z) :273 .

65 %HNO;(20mL) , 98 % H,S0,(20mL) ,

50 ~ 60 C (20g,0.136mol) ,
20 min , (200mL) -, s
, , , 2(25.0g,97 %) ,mp:54 ~
56 C( [ mp:56C).
2 2,4 .4- -2 - )
KOH(7.3g,0.13mol) 2,4
(21g,0.13mol) , , 2(25g,0 .13 mol)
160~170C 2h, , 1 N NaOH(50mL) ,

, , ,95 % ,

(35.0g,84.5%), mp:84 ~ 86 C. IR( KBr) U

(cm™'):3089,1529,1471 ,1344,1259,816,806; "H NMR
(CDCly) 8:6.75 ~7 .82( m ,6 H,Ar H) .
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357 mol) , 10 min, s 4(20g,0.
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, (10mL x 2) , , 3NH,SO,
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135~ 138°C. IR( KBr) V(em™ ') :3388,1626,1488 1471 ,
1263 ,1184,1068 ,885 ,849 .

4 1)
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6( M+ H) .

1 mol/ L HCI pH 3, N p
; , , MgS O, , ,
: (20.5g,66%1 %) ,mp55 ~ 58 C
( 7l mp:54 ~57.3°C) . IR(KBr)V(em ') :3388,1626,
1472 ,1184 ; MS( m/z) :289 .9( M) ,291 .0( M+ H) ;' - NMR
(CDCly) 8:5 .65(s,1 H;OH) ,6 .67 ~7.50( m,6 H,Ar H) .
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