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JAMES A .  MOORE 

4-(a,~-DIBROMOETHYL)PHENYLPHOSPHONIC A C I D  

l a  Submitted by M .  A.  Rea, T .  L. S l a p a r l b  and W .  A .  T r i n l e r '  

Chemistry Department 
I n d i a n a  S t a t e  U n i v e r s i t y  
Terre Haute,  I n d i a n a  47809 

( 812317 3 1 

The t i t l e  compound (11) h a s  been p repa red  by t h e  f r e e  
2 r a d i c a l  b r o n i n a t i o n  of 4-ethylphenylphosphonic  a c i d  ( I ) .  

I I1 

EXPERIMENTAL 

4-(a,B-Dibromoethyl)phenylphosphonic (11). - A s o l u t i o n  of 

16 g.  (5.5 m l . ,  0.10 mole) of bromine i n  20 m l .  o f  a c e t i c  a c i d  

was added dropwise o v e r  a p e r i o d  o f  2 h r s .  t o  a s o l u t i o n  of  

9 .3  g. (0.050 mole) of I (p repa red  i n  38% y i e l d  from e t h y l -  

benzene and PC13, rnp. 172-173') 

a 250 m l .  t h r ee -neck  f l a s k  f i t t e d  w i t h  a r e f l u x  condenser  and 

a dropping f u n n e l .  The r e a c t i o n  f l a s k  was i r r a d i a t e d  w i t h  a 

275 watt G .  E .  sunlamp p l a c e d  about  1-2 i n c h e s  below t h e  

f l a s k .  The r e a c t i o n  s o l u t i o n  was t h e n  t r a n s f e r r e d  t o  a beaker  

and reduced t o  one-half  i t s  o r i g i n a l  volume by e v a p o r a t i o n  t o  

y i e l d  1 4  g. ( 8 2 % )  of  crude 11, rnp. 179-190O. R e c r y s t a l -  

l i z a t i o n  from d i l u t e  h y d r o c h l o r i c  a c i d  y i e l d e d  n e e d l e s ,  mp. 

3 i n  50 m l .  of a c e t i c  a c i d  i n  
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OPPI BRIEFS 

189-191O. NMR [(CD ) SO] 6 7.58-7.95 (m, 4, aromatic), 6 5.57 

(pair of d, 1, CHBr) 6 4.17-4.57 ( m y  2, CH2Br) 6 variable with 

concentration and amount of water contamination ( s ,  2, OH). 

Anal. Calcd. f o r  C H B r  0 P: C, 27.94; H, 2.64; P, 9.01. 

Found: C, 27.69; H ,  2.65; P, 8.68. 
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3,4-DIALKYLQUINOLINES BY AN EXTENSION OF THE BEYER SYNTHESIS 

Submitted by Paul  A. Claret and A. G .  Osborne# 
(8/3n/73) Department of  Chemistry 

The City University 
London EClV QPB., ENGLAND 

An extension of the Beyer synthesislY2 has been developed 

into a simple one-step procedure, useful f o r  the preparation 

of 3,4-dialkylquinolines (I), starting from any simple ketone. 

Prior t o  this work, only methyl ketones had been u ~ e d . " ~ - ~  

HCHO p-R'C6HgNH2 , '3' 
RCH2COCH2R r> RCH2COC=CH2 HC1-EtOH 

R FeC13-ZnC1 2 T 
I 

a) R=CH3, R'=H; b )  R=R1=CH3; c) R=C2H5, R'=H 
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