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ORGANIC PREPARATIONS AND PROCEDURES , 2( 4) , 295-296 (1970) 

METHYL y-RESORCYLATE 

1 A r t h u r  Mendel 
Minnesota Mining and Manufacturing Company 

S a i n t  Pau l ,  Minn. 55101 

I I1 

Methyl y - r e so rcy la t e  (methyl 2,6-dihydroxybenzoate, I I ) ,  

an in t e rmed ia t e  f o r  t h e  s y n t h e s i s  of  b i o l o g i c a l l y  i n t e r e s t i n g  

h e t e r o ~ y c l e s , ~ - ~  w a s  needed as a s t a r t i n g  material .  E s t e r  I1 

has been prepared by t h e  F i s c h e r  e s t e r i f i c a t i o n  of I (36% 

y i e l d ) 2  and by a two-step p rocess  invo lv ing  t h e  more expensive 
5 methyl i o d i d e  methylat ion of  t h e  s i l v e r  s a l t  of  I ( 7 8 %  yield) .  

I n  t h i s  r e p o r t ,  t h e  less expensive one-step e s t e r i f i c a t i o n  of  

I w i t h  boron t r i f l uo r ide -me thano l  l e d  t o  chromatographically 

pure I1 (determined by t h i n - l a y e r  chromatography) i n  55% 

y i e l d .  

 EXPERIMENTAL^ 
A moisture-protected so lu t ion  of 10 g. (0.065 mole) of 

y - r e s o r c y l i c  a c i d  (Aldrich Chemical Company: Karl F i s c h e r  

t i t r a t i o n  showed the a c i d  t o  con ta in  2 . 1 %  water) w i th  100  m l .  

of 12.5% boron t r i f l uo r ide -me thano l  (Matheson Coleman and 

B e l l )  w a s  r e f l u x e d  f o r  4 days. A r e f l u x  pe r iod  of 2 h r s .  

a f fo rded  t h e  ester i n  only 18% y i e l d  while  the f i n a l  y i e l d  

could n o t  be improved beyond t h e  4 day r e f l u x .  The product  
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ARTHUR MENDEL 

w a s  c o n c e n t r a t e d  ( r o t a r y  e v a p o r a t o r )  and t h e  r e s i d u e  w a s  t aken  

up i n  benzene. I t  w a s  washed s u c c e s s i v e l y  w i t h  w a t e r ,  aq .  

sodium b i c a r b o n a t e ,  and water. 

s o l u t i o n  w a s  c o n c e n t r a t e d  t o  abou t  50 m l .  and chromatographed 

on a column (240 x 23 mm.) o f  50 g.  of s i l i ca  g e l  (Davison 

g rade  923, 100-200 mesh). E l u t i o n  o f  t h e  column w i t h  benzene 

( subsequent  e l u t i o n  w i t h  d ich loromethane  a f f o r d e d  an addi -  

t i o n a l  s m a l l  amount of ester)  l e f t  on e v a p o r a t i o n  of  s o l v e n t  

The d r i e d  (MgS04) benzene 

L 6 g .  (55%)  of  c r y s t a l l i n e  wh i t e  es ter ,  m.p. 68-70°, lit. 

m.p. 69-71. 
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