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AN UNUSUAL SYNTHESIS O F  2,6-Di-t-BUTYL-4-ISOPROPENYLPHENOL - 

S u b m i t t e d  by  Lajos  Avar 
(5 /22/81)  

Sandoz L t d .  
CH-4002 B a s l e  
SWITZERLAND 

The r e a c t i o n  of 3,5-di-t-butyl-4-hydroxy-a-bromo-a-methyl- - 

p r o p i o p h e n o n e  ( I )  

hutyl-4-isopropenylphenol (11) , d e s c r i b e d  ea r l i e r  by Braun a n d  

Maier3 by d e h y d r a t i o n  o f  2 ( 3  , 5-di-J-butyl-4-hydroxyphenyl) - 2 -  

p r o p a n o l  w i t h  n e u t r a l  a lumin ium o x i d e .  

w i t h  sod ium h y d r o x i d e  leads t o  2 , 6-di-A- 

I I1 

EXPE R I  14ENTAL 

The I R  s p e c t r a  w e r e  measured w i t h  a P e r k i n - E l m e r  257 G r a t i n g  
I n f r a r e d  S p e c t r o p h o t o m e t e r .  The W R  s p e c t r a  w e r e  d e t e r m i n e d  
w i t h  A B r u k e r  S p e c t r o  S p i n  WP G O  w i t h  TMS as i n t e r n a l  s t a n d a r d .  
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2,6-Di-t-butyl-4-isopropenylphenol (11) .- 3,5-Di- t -buty l -4-hy-  - 

droxy-a-bromo-a-methylDropiopiopherione ( 3 5 . 5  g , 0 . 1  m o l l  w a s  s u s -  

pended  i n  150 m l  i s o p r o p a n o l  a t  58-60° u n d e r  N2 a t m o s p h e r e  i n  

a 350 m l  t h r e e - n e c k e d  f l a s k  e q u i p p e d  w i t h  a the rmomete r ,  a s t ir-  

rer,  a n  a d d i t i o n  f u n n e l  and a g a s  i n l e t  t u b e .  Then a s o l u t i o n  

o f  sodium h y d r o x i d e  ( 4 . 1  g ,  0 .125  m o l )  i n  50 m l  water w a s  add-  

e d  w i t h  s t i r r i n g  t o  t h e  p a l e  y e l l o w  s u s p e n s i o n  w i t h i n  1 5  m i n .  

The r e s u l t i n g  p a l e  y e l l o w  s o l u t i o n  was s t i r r e d  f o r  a n  a d d i t i o n -  

a l  45 min.  a t  58-60°, t h e n  c o o l e d  t o  0-5O whereupon t h e  p r o d u c t  

p r e c i p i t a t e d  as p a l e  y e l l o w  c r y s t a l s .  The s o l i d  w a s  c o l l e c t e d ,  

washed w i t h  200 m l  water  and  t h e n  r e c r y s t a l l i z e d  from 90 m l  

me thano l  t o  y i e l d  1 7 . 3  g ( 7 0 % )  almost colorless n e e d l e s ,  mp. 

79-80°, lit. 77-78O. 

N M R ( C D C l 3 ) :  6 1 . 9  ( s ,  1 8 ,  L-C4Hg),  2 . 3  ( S ,  3 ,  CH3)#  5 .0  (1, OH) 

5 .24  ( d ,  2 ,  C=CH2),  7 .72  (s, 2 ,  A r H ) .  

I R ( K B r ) :  3650 ( s t e r i c a l l y  h i n d e r e d  O H ) ,  1 6 3 0 ,  1 4 4 0 ,  890 ( iso- 

p r o p e n y l )  c m  - 
Anal .  C a l c d .  f o r  C l 7 H Z 6 0 :  C ,  8 2 . 9 ;  H I  1 0 . 6 ;  0 ,  6 . 5  

Found: C ,  82 .4 ;  H I  1 0 . 4 ;  0 ,  6 . 7  
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