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PREPARATION O F  ISATOIC ANHYDRIDE FROM PHTHALIMIDE 

Submit ted  by Y .  R.  Rao,* M. B a p u j i  and S.  N .  Mahapatra 
(5/13/81) 

Regional  Research L a b o r a t o r y  
Bhubaneswar-751013, I N D I A  

The p r e p a r a t i o n  of i s a to i c  a n h y d r i d e ( 1 )  from a n t h r a n i l i c  

acid '  i n  75% y i e l d s  h a s  t h e  d i s a d v a n t a g e  of  u s i n g  poisonous  

phosgene and t h e  p r o d u c t  h a s  t o  be c o l l e c t e d  i n  t w o  o r  t h r e e  

l o t s .  I ts  manufac ture  from p h t h a l i m i d e  i s  d e s c r i b e d  w i t h o u t  

t h e  e x a c t  d e t a i l s . 2  

c e d u r e  f o r  i t s  p r e p a r a t i o n .  

W e  now d e s c r i b e  i n  d e t a i l  a m o d i f i e d  pro-  

I 

EXPERIMENTAL 

To  a s t i r r e d  m i x t u r e  of p h t h a l i m i d e  (147 g ,  1 m o l e ) ,  

c r u s h e d  ice ( 4 0 0  g )  and w a t e r  ( 2 5 0  m l )  i n  a 5 II b e a k e r  was 

s lowly  added through a dropping  f u n n e l  a s o l u t i o n  of 4 0  g of  

sodium hydroxide  i n  350 m l  of w a t e r :  m o s t  o f  t h e  p h t h a l i m i d e  

d i s s o l v e d .  

g r a d u a l l y  added 950 ml of  1 M  sodium h y p o c h l o r i t e 3  o v e r  a p e r -  

To t h i s  s o l u t i o n  of s o d i o p h t h a l i m i d e  a t  O o ,  w a s  

i o d  of 2 0  min. w i t h  s t i r r i n g ;  t h e  r e a c t i o n  m i x t u r e  w a s  main- 

t a i n e d  a t  4 - 6 O .  

a c i d i f i e d  w i t h  conc. h y d r o c h l o r i c  a c i d  t o  a d j u s t  t h e  pH t o  6 

and t h e  s l u r r y  s t i r r e d  f o r  1 . 5  h r .  The p r e c i p i t a t e d  s o l i d  w a s  

c o l l e c t e d ,  washed w i t h  water u n t i l  t h e  washings  were colorless 

and d r i e d  a t  45-50° t o  g i v e  136-140 g (85-88%) 

A f t e r  an  a d d i t i o n a l  1 5  min. ,  t h e  s o l u t i o n  w a s  

i s a t o i c  anhy- 
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d r i d e ,  m p .  240-242O ( d e c . )  as  a c r e a m y  w h i t e  s o l i d .  ( A s s a y  b y  

t i t r i m e t r y :  min  9 8 % ) .  
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I I I G I l - Y I E L D  , ONE STEP P’IOTOCIIEMICAL SYNTHESIS 

OF 3- AND 4-BROllO~~~TZYLI3ENZOIC ACIDS 

a n ~ !  A .  G.  P i n k u s *  

r )c t jnr t Inent  of C h e m i s t r y  
naylor  U n i v e r  s 1 t y  
~ J ~ C O ,  Texas  76792 

he few reported”2 procedures fo r  the  preparation o f  3- and 4-methyl- 

c acids  ( 1 1 )  u t i l i z e  r e l a t ive ly  expensive or unavailable reagents o r  

ng  mater ia ls  or  [ 3 t c ’  p i t c n t ~ ~ ’ ~  f o r  which few de td i l s  a r e  given. We 

1 1  11.1 t eport a \ i i i p l ”  o n e - ? t e p ,  qood y i e l d  procedure for the preparation o t  

I I 1  
( I )  R 3 - C H 3  d )  R = 3-Cli20r 

I,) !< 4 - C H 3  t i )  R = 4-C1I21:r 
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