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Synthesis of Methyl 2, 3-dichlorobenzylideneacetylacete
JIA Xiang-man, ZHAO Xingru
( Pharmaceutical College, H ebei Medical University, Shijiazhuang Hebei 050017, China)

Abstract: We have made aresearch in the synthesis technics of Methyl2, 3-dichlorobenzy lideneacetylacete in order to find an e-
conom ical and proper synthetic method. It is an important intermediate to felodipine. We also made an observation of catalystic

methods for concentrated sulfuric acid and pyridine glacial acetic acid at different temperatures and different time.
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2,3 , ; , ; YRT-3
(23.2 g,0. 2 mol) , 0~ 57C, 3.5 mL
, 5 min, 10 C, 2,3 (17.5 g,0. Imol), 25~30°C 6h,
, , , 3, m( ) m( )=1:2 , 16.8 g, 65%,
82~ 84C( [1] )
2,3 (35¢2,0.2mol),2, 3 (23.2¢g,0.2mol) 600 m L
, (0.39 mL), (0.68 mL) 5 h, , 3, 50 mL ,
, 20 mL , , , , m( ) m( y=1: 1.5
, 42.5 ¢, 77.5% , 82~ 84 C( [1] )
12
? ’ KRG
: Tab. 1 Result of concentrated sulfuric acid catalytic
’ ’ ; m(H2504)/ g /C /hom( )l /%
’ ’ ’ 1 1 3.2 40~ 50 6 10.5 40.2
B . 2 3.2 30~ 35 7 14.6 53.2
- ’ 3 3.2 25~ 30 10 17.0 62.0
25~30 €, 8h, 4h 4 3.5 25~ 30 12 17.9 65.3
’ > ’ 48% 5 3.7 25~ 30 6 17.2 62.8
’ ’ 6 4.0 25~ 30 10 17.6 64.2
3 ’ ’ 7 3.7 25~ 30 6 17.8 65.0
(D 23 8 3.5 25~ 30 6 18.2 66. 4
2 ’ 9 3.5 25~ 30 8 18.5 67.5
, TR , ’ 5 64.7
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Tab.2 Result of pyridine glacial acetic acid

m()lg  m( )lg  m( )g  m( - )/ g m( /g /C /%
1 35.0 23.2 450 1.0 41.5 82~ 84 76.6
2 35.0 23.2 450 1.0 41.9 82~ 84 76.7
3 35.0 23.2 600 1.0 42.5 82~ 84 71.5
4 43.75 29.0 550 1.2 51.2 82~ 84 75.0
5 43.75 29.0 600 1.2 52.1 83~ 84 76.3
6 43.75 29.0 550 1.2 51.5 82~ 84 75.3
7 35.0 23.2 600 1.0 42.3 82~ 84 77.4
76.3
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, 25~30 C , , .
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