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In a continuation of studies on the synthesis  of new physiologically active organophosphorus der iva-  
t ives of pentachlorophenol and pentachlorothiophenol [1-2] we synthesized es te r s  of 1 - m e t h y l - l - h y d r o x y - 2 -  
pentachlorothiophenylphosphinic acid. To pentachlorothiophenylacetone,  produced f rom acetone and penta-  
chlorophenylsulfenyl chloride,  we added dialkylphosphorous acids,  e s t e r s  of ethylphosphinic acids,  and di- 
alkylthiophosphorous acids in the presence  of sodium alcoholate according to the reac t ion  
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R rep resen t s  lower alkyls: R'  is C2H 5 or OR. The constants,  yields,  and resul t s  of the analysis  are  p r e -  
sented in Table 1. The pesticidal  activity of these e s t e r s  is being studied. 

E X P E R I M E N T A L  

S y n t h e s i s  o f  P e n t a c h l o r o t h i o p h e n y l a c e t o n e .  To 1 6 0 m l o f a b s .  acetone, w e a d d e d i n  
port ions 30 g of pentachlorophenylsulfenyl chloride.  The mixture was heated while boiling the acetone un- 
til complete solution and a change of the color of the solution f rom orange to co lor less .  The solution was 
f i l tered in the hot state to f ree it of turbidity. Upon cooling, c rys ta l s  of pentachlorothiophenylacetone,  with 
m.p. 125-126 ~ precipi ta ted in a yield of 22 g or  70% of the theoret ical .  

S y n t h e s i s  o f  t h e  D i m e t h y l  E s t e r  o f  1 - M e t h y l - l - h y d r o x y - 2 - p e n t a c h l o r o t h i o -  
p h e n y l e t h y l p h o  s p h i n i  c A c i d .  A 3.9 g portion of pentachlorothiophenylacetone was mixed with 5 g 
of methyl phosphorous acid (a large excess  of the acid was used to dissolve the pentachlorothiophenylace-  

TABLE 1 

Formula 
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C,CliSCH~C(CHs)P(0CsH,-n)~ 
i n 

O H  0 

C2H5 
C,CI~SCH~C(CHs)Px / 

OIH ~'OCII, 
C2H5 

C,CIsSCH~C(CH3)P ( 
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M.p.,~ 

125--12C 

188--189i 

200--20: 

167~16~ 

155--15~ 

J 

166~1671 

149--181 

106--107 

98--99 

Found % 

P Cl s 

- -  52.81 8.81 
53.0 c. 9.01 

6.73 40.2 7,3~ 
6.75 39.~ 

6.31 37.44 6:92 
6.32 37.4~ 6.88 
5.79 34.8( 6,57 
5,97 34.8~ 

6.71 39.75 -- 

7.02 38.84 -- 
38.77 

6.79 37,31 -- 
37.23 

6. 2 3 5 . 8 8  
6,53 

5.5 ]4.]4"34 1.92 

Calculated % 

P[o, 
- -  5 2 , 4 ~  

6.91 39. 54 

6.50 37,2~ 

6.14 35. I~ 

6.94 39,75 

6, 73 38.54 

6.53 37.41 

6 3 36.04 

595 34.1 

Yield of 
~ecrystal- 

s Ilized P r~ 
lUCtS, o/o 

9,16 70 

7.131 44 

6.71 50 

6.34 50 

23 

- -  4 9  

- -  35  

31 

2.3 19 
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tone) and freshly prepared sodium methylate was added dropwise to the mixture until the spontaneous heat- 
ing of the reaction mixture ceased. The mixture was heated for 4 h at ii0-120 ~ After cooling the reaction 
product crystallized. The crystalline product, filtered to remove excess dimethylphosphorous acid and 
washed with ether, possessed m.p. 171-179 ~ Recrysfallization from methanol yielded 2 g of the dimethyl 
ester of 1-methyl-l-hydroxy-2-pentachlorothiophenylethylphosphinic acid with m.p. 188-189 ~ Yield of the 
pure product 44% of the theoretical~ 

CONCLUSIONS 

Eight new esters of l-methyl-l-hydroxy-2-pentachlorothiophenylethylphosphinic acid was synthesized. 
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All  a b b r e v i a t i o n s  of p e r i o d i c a l s  in the a b o v e  b i b l i o g r a p h y  are l e t t e roby- l e t t e r  t r a n s l i t e r a -  

t i ons  of the a b b r e v i a t i o n s  as g i v e n  in  the o r i g i n a l  R u s s i a n  j ou rna l .  Some or all o[ th is  peri-  

odical  l i terature may  we l l  be  ava i lab le  in E n g l i s h  translat ion.  A comple t e  l i s t  of the cover - to -  
cover  E n g l i s h  t r a n s l a t i o n s  a ppea r s  at  the back of  the f i r s t  i s s u e  of  t h i s  year .  
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