- (2 4
1,2 , 3 , 2 , 1+ a.
S 410000)
1-(2 ,4 )-2-(1- )
1-(2 ,4 )
1-(2 4 )-2-(1- ) ,

:R978 .5 ; TQ460

)-2- (I )
R 410082 ; 2.
2,4 ,
1-(2 4 y-2-(1-
54 %, 299 .0 %.
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Synthesis of 1- (2 ,4- dichlorophenyl)- 2- (1-imidazolyl) ethanol
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ABSTRACT :OBJECTIVE To synthesize 1-( 2,4 dichlorophenyl )-2-(1-imidazolyl ) ethanol . METHOD

1-(2",4~dichlorophenyl )-

2-(1-imidazolyl )ethanol , the important inter mediate’ of miconazole , was synthesized by epoxidation of 2',4- dichlorophenyl aldehyde

with sulphonium ylide and by reacting of 2 ,4- dichlorophenyl oxirane with imidazole . RESULTS The overall yield was 54 % and the
purity was over 99 .0 % .CONCLUSION This synthetic method is feasible and suitable for industry .

KEY WORDS :synthesis ; 1-( 2 ,4-dichlorophenyl )-2-(1-imidazolyl ) ethanol ; sulphonium ylide ; epoxidation reaction ; miconazole

( ) # (sulphonium ylide)
L 1-(2 4 )-2-(1- ) (1) 41 2,4
U1 (1) (.Friedel 1-(2,4 ) 2
Crafts) 2,40 , 2 (1), 54%.
(3] @ -2 ,4 1-(2 4 )-2-(1- ,
, 60 %. KBH, -
, ) 120 /kg,
7 Q /=N OH /=N
H Hinsaz HN\% \41
_—_ = .
cl Cl KOH cl Cl CH;ONa ¢l Cl
2 1
1 4 ( ,99 %) , KOH( ,90 %) , (
WRS - 1A ;EFMS  Agilent 1100 ,99 %) , (CP), (CP), (CP), %
Series ; ESFMS  Hp 6890 - 5973 (51 , ( ).
'H NMR Varian Inova-300 ; 2 2 4 2)
SP- 502 ,0V1701 .2, 2 4 17.8¢(0 .1 mol) , & 42 .0g
(1971 -), R . Tel: (0731)5718385, 13807312768 ; ~ (1957-), R ,
R . Tel: (0731) 8823734, 13974825738 E- mail : axhu @public .cs .hn. cn
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(0.12mal) , 10°C, KOH 19 .0g(0 .3 mol) ,
4h. ,
(2) 19.0g, 100 %,
92 % . EIF MS( m/z) :188,153,123,97,73 ,50 .
3 1-(2 4 )-2- (1 ) (1)
(2)19.0g(0 .1 mol) . 10.0g(0.05mol) . 10.3¢
(0.15mol) 20mL 4h,
50mL (1) 14.1g, 99 .2%,
54%( 2.4 ) ,mpl34.4 ~135.6 C(

mpl32 ~ 134 C)12] 'ESF MS ( m/z):257 ;' HNMR( CDCly)
Sppm:3 .81 ~3.88(s ,l H,CH) ,4.17 ~5.24(dd, 2H,CH,) ",
5.95(s, 1 H,OH) ,6.80 ~6.89(d, 2H, 4.5 H),7.27
~7.59(m . 4H, 2-H, 3.,5,6H) .

- [T]. ,
1982 ,11:3.
, L (2,4 ) (1 )
[11. ,1997 28 :231'.
[J1. 1990 ,4:35 .
. . [ M]. ,1983,
334

Forrester J, Jones R V H, Preston P N etal . Simple, inexpen-
sive synthesis of oxiranes from carbonyl compounds .generation of
sulfonium ylides from the ternary system methanolsulfuric acid
dimethyl sulfide[ J]. J Chem Soc, 1993, 1:1937.
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