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PREPARATION OF N-BENZOYL-N-METHnPHENYLGLYCINE 

Dona ld  F .  McLaen* 

a p a r t m e n t  of C h e m i s t r y  and  
C h e m i c a l  E n g i n e e r i n g  

U n i v e r s i t y  of I11 i n o i s  
U r b a n a ,  I l l i n o i s  6 1 8 0 1  

H u i s g e n l  h a s  d e s c r i b e d  t h e  c h e m i s t r y  of m e s o i o n i c  

o x a z o l o n e s  ( m u n c h n o n e s ) ,  a n d  t h e  p r e p a r a t i o n  of N-methyl 

d i p h e n y l  munchnone  ( I V )  from N-benzoyl-N-methylpbenyl- 

g l y c i n e  (111). However ,  t h e  p r e p a r a t i o n  of I11 h a s  n o t  

a p p e a r e d  i n  t h e  l i t e r a t u r e .  D i f f i c u l t i e s  a r o s e  i n  p r e -  

p a r i n g  I11 f r o m  N - m e t h y l p h e n y l g l y c i n e  and  N-benzoy lpheny l -  

g l y c i n e ,  b u t  t h e  f o l l o w i n g  scheme  c o n s t i t u t e s  a s u c c e s s f u l  

p r e p a r a t i o n  o f  111, w h i c h  is t h e n  e a s i l y  c o n v e r t e d  t o  I V  

by H u i s g e n ’ s  me thod .  1 

PhCEC + 
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DONALD F, MC LAEN 
EXPERIMENTAL 

N-methylphenylacetonitrile was p r e p a r e d  o n  a molar 

s c a l e  from b e n z a l d e h y d e ,  s o d i u m  c y a n i d e  a n d  n e t h y l a m i n e  

h y d r o c h l o r i d e . 2  

b e n z e n e  s o l u t i o n  was d r i e d  (MgSO,), 159 m l  p y r i d i n e  was 

a d d e d  t o  t h e  s o l u t i o n ,  a n d  t h e  s o l u t i o n  w a s  t r e a t e d  w i t h  

b e n z o y l  c h l o r i d e  ( 1 4 1  g, 1 mole) m a i n t a i n i n g  t h e  t e m p e r a -  

t u r e  b e l o w  30' d u r i n g  t h e  a d d i t i o n .  T h e  s o l u t i o n  w a s  s t i r r e d  

f o r  1 h r  a f t e r  t h e  a d d i t i o n  t h e n  w a s h e d  s e v e r a l  t i n e s  w i t h  

w a t e r ,  d i l  H C 1 ,  a n d  d i l  s o d i u m  h y d r o x i d e ,  a n d  t h e  b e n z e n e  

s o l u t i o n  was d r i e d  (MgSCq) a n d  e v a p o r a t e d .  To  t h e  r e s u l t -  

i n g  o i l  w a s  a d d e d  300 m l  of 48% h y d r o b r o m i c  a c i d  a n d  

s u f f i c i e n t  e t h a n o l  t o  e f f e c t  s o l u t i o n .  T h e  s o l u t i o n  w a s  

h e a t e d  a t  r e f l u x  o v e r n i g h t .  T h e  s o l u t i o n  w a s  t h e n  e x t r a c t e d  

w i t h  e t h e r ,  a n d  t h e  e t h e r e a l  e x t r a c t s  were t h e n  e x t r a c t e d  

w i t h  10% h'a2CG3 s o l u t i o n  a n d  d r i e d  ( k l g S G 4 ) .  X v a p o r a t i o n  

o f  t h e  e t h e r  y i e l d e d  c r u d e  e t h y l  e s t e r  of 3 - m e t h y l - N -  

b e n z o y l p h e n y l g l y c i n e  w h i c h  w a s  t r e a t e d  w i t h  10% 

p o t a s s i u m  h y d r o x i d e  s o l u t i o n  u n d e r  r e f l u x  f o r  3 h o u r s .  

T h e  s o d i u m  c a r b o n a t e  a n d  p o t a s s i u r r .  h y d r o x i d e  s o l u t i o n s  

were a c i d i f i e d  w i t i :  c o n  F!C1 a c d  e x t r a c t e d  w i t h  c h l o r o f o r m .  

T h e  c h l o r o f o r m  s o l u t i o n s  were c o m b i n e d ,  d r i e d  (XgSG ) a n d  

t h e  s o l v e n t  w a s  e v a p o r a t e d .  Chror i : . a tography of t h e  c r u d e  

a c i d  i n  s e v e r a l  p o r t i o n s  o n  s i l i c a  ge l  ( e l u t i n g  w i t h  

T h e  c r u d e  p r o d u c t  w a s  n o t  p u r i f i e d  b u t  t h e  

4 

y i e l d e d  N-benzoyl-8-metnylphenylglycine ( 6 5 % ) ,  

i r  (CI-IC13) 1735 (COOH) a n d  1630 c m - l  (CGP;) : 

7 . 2 ~  (s ,  3 ,  N-CH;), 2 . 5 - 2 . 7 ( m ,  10, a r o r r a t i c  

7 ( b r o a d  s ,  1, 2-i.) a n d  -1 .16 ( s ,  I, CGGII) .  
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N-BENZOYL-N-METHYLPHENYLGLYCINE 

A n a l .  Ca lcd  for C16H15N03: C ,  7 1 . 3 6 ;  H I  5 . 6 1 ;  N ,  5 . 2 0 ;  

0, 1 7 . 8 2 .  Found: C,  7 1 . 1 1 ;  H I  5 . 6 4 ;  N ,  5 . 2 2 .  
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