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ORGANIC PREPARATIONS AND PROCEDURES 1(2), 97-98 (1969) 

DIETHYLVINYLPHOSPHATE 

H. Gross and B. Costisella 
Institut fur Organische Chemie der Deutschen Akademie der 

Wissenschaften, Berlin-Adlershof 

I/ OC 2H 5 
0C2H'j 

\ 
CH2=CH-O-P 

This paper describes a simp1e.synthesi.s of diethylvinyl- 

phosphate from chloroethylenecarbonate. The procedure corres- 

ponds essentially to the method which has been reported 

recently.'j2 But the yield has been increased to 68% by the 

use of the following modifications. Chloroethylenecarbonate 

was converted to chloroacetaldehyde by heating with catalytic 

amounts of triethylamine. The chloroacetaldehyde formed was 

collected into a receiver containing triethylphosphite. 

Diethylvinylphosphate is obtained pure without by-products. 

Experimental 

Diethylvinylphosphate. A mixture of 12.25 g (0.10 mole) of 

freshly distilled chlor~ethylenecarbonate~ and two drops of 
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triethylamine is heated in a distillation apparatus to an inner 

temperature of 165-17O0c. 

at 85-88°C is collected into a receiver heated to 75°C con- 

taining 16.6 g (0.10 mole) of triethylphosphite. The inner 

temperature of the receiver is maintained between 75' and 80°C 

during the distillation. After 60 minutes, the decomposition 

of the chloroethylenecarbonate is completed. The reaction 

mixture is then heated to 110" for 15 minutes and distilled 

in vacuo to give 12.3 g (68%) diethylvinylphosphate, b.p. 

Chl~roacetaldehyde~ which distills 

llmm. 
94-95OCY ni5" = 1.4100, lit. 5 b . ~ . ~  69O, n350 = 1.4100. D mrn 
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