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Table 1 The effects of catalysts on the yield

Catalyst Preheating time */ min Yield/ % Catalyst Preheating time */min Yield/ %
DBU 25 50 Diethylamine 19 28
Piperidine 21 41 NaOH 10 15
Dimethylhminopyridine 28 35 NaOEt 7 12

“The time for initiation of condensation reaction at 45 C.
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2, , 3 )
, . 10%
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Table 2 The effect of paraformaldehyde on the yield "

Paraformaldehyde/ mol Yield/ % Paraformaldehyde/ mol Yield/ %
0.09 35 0.14 53
0. 10 30 0.17 48
0.11 4

“DBU: 0. 004 mol; Ethyl acetoacetate; 0. 2 mol.

b K K

3 4,6 -2- (5) . DBU .
) 52%~56% . . 46% .
: . 25% K (bp 93~96 C
(90 Pa)) ( ). 60 %4 ;

15%, ) 10 %



1014 20

Hogg J A. J Am Chem Sod J| » 1948, 70: 161

Bore L. Doctoral Dissertation. Bremen: Bremen University, 1997

Smith L I, Rouault G F. J Am Chem Sod J], 1943, 65: 631

Bergmam E Weizmann A. J Org Chem[]], 1939, 4: 266

Sosnicki J G, Liebscher J. Synletf] J, 1996:1 117

Ballini R, Bosica G, Fiorini D, et al. Org Letf{ ]| , 2001, 3: 1 265
Andruszkiewicz R, Silvermann R B. Synthesis J| » 1989: 953

Ballini R, Bosica G, Fiorini D, et al. Tetrahedron Lett] ]| » 2002, 43.5 233

0 N N R W N

Improvement on the Synthesis of 3-Methyl-4-
carboethoxy-2-cyclohexen-1-one

HU Bing-Cheng ", LU Chun-Xu, LIU Zu Liang
(School of Chemical Engineering, Nanjing University of Science & Technology, Nanjing 210094 )

Abstract The method for synthesis of the title compound has been improved, with product yield being
increased to 58%. The following measures have been adopted: using 1, 8-diazabicy clo[ 5. 4. 0] undec-7-ene
(DBU) as catalyst instead of piperidine; adding benzene in the reaction mixture to favor azeotropic dehydra-
tion. The optimum molar ratio of DBU /ethylacetoacetate/ solid paraform aldehyde was 4201°1.
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