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Improvem ent of Synthesis process for a-lipoic A cid
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velopm ent Center, Zhengzhou Unwersity, Zhengzhou 450052 China; 2 Zhejiung NHU Ca , Lid, X inchang 312500 China)

ABSTRACT: OBJECTIVE To improve the synthesis process of a-lipoic ackl METHODS Ethyl lipoate esterwas synthesized by
the reaction of § 8-dichloro ethyl caprylate and sodum disulfide n aqueous solution of tetrabutyl anmonium bram ide and then hydro-
lyzing and acidifyng i one-pot to yield a-lpoic ackl RESULTS The overall yiellwas 60% . The structure of a-lipoic acid was con-

fimed by IR, 'H NMR andMS CONCLUSION This synthetic technique was smple econam ical and suitable for mdustry

KEY WORDS a-lipoic acid one-pot synthesis
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Fig1 Synthesis route of a-lipoic acid
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; (Na, S+ 9H, 0), ,
2 a- 3)
400 mL
12.0 g(50.0 mmol) , 55 ~60C,
s 1.6 g(52.0 mmol)
1.5 h, 80C,
0.2 ¢g ( TABA),
10.88 g(45.15 mmol) 6, 8- , 12
h, [ TLC , : - (4:1].
, 20% NaOH 40 mL,
10 h, . (50 mL x2)
, : 2 mole L' pH 3 ~4,
, (100 mL x 2) ,
(50 mL x2) , , >
30 mL 3, 5.6 g,

60.0% ,mp 60 ~61C ( “Imp 61 ~62 C). IR(KBr

) Viem™': 3400 ~ 2500 ( OH), 2928, 2865, 1693 ( C = 0),
1465,1428, 1250, 1202, 720.. ' H*NMR_(/CDCJ, ) 6: 3. 57 (m,
1H,CH),3.22 ~3..09 (m, 2H, CH,), 2. 46 (dt 1H, ] =6.0

Hz, J> =12.4 Hz, CH,),2.38( t, 2H, ] =6.0 Hz, CH,),1.91

(dt1H, ] =6.8 Hz,J> =13.6 Hz, CH,),1.74 ~1.64( m, 4H,
CH,), 1. 57-1.43 (m, 2H, CH,). BSEFMS (m/z): 205. 8
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