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OPPI BRIEFS 

(500 ml) and ethanol (100 ml). Gentle heating of the mixture 

brought about an exothermic reaction and the resulting homo- 

geneous solution was heated to 85' for 30 min, cooled, ex- 

tracted with ether, the aqueous layer was acidified and the 

product was taken up in ether. The ethereal layer was dried, 

evaporated and the acid was crystallized from benzene to yield 

103 g (87%), mp. 148-149', lit.' mp. 146-147.5'. , 
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The partial transalkylation of the title compound (I) 

affords 3,3'-5-tri-&-butyl- (11) and 3,3'-di-L-butyl-4,4'- 

dihydroxybiphenyl (111) in 76% and 17% yields respectively. 1 
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O P P I  BRIEFS 

EXPERIMENTAL 

A l l  m e l t i n g  p o i n t s  are u n c o r r e c t e d .  I R  s p e c t r a  were 
measured as KBr p e l l e t s  on a Nippon Bunko I R - S  spec t ropho to -  
meter and NMR s p e c t r a  were de termined  a t  60  MHz w i t h  a H i t a c h i  
R-20 NMR s p e c t r o m e t e r  w i t h  TMS as an  i n t e r n a l  r e f e r e n c e .  

To a s o l u t i o n  o f  0 . 4 1  g (1 m o l e )  of  l2 i n  20 ml of  ben- 

zene A 1 C l 3 - C H  N O  

5".  After t h e  m i x t u r e  was s t i r r e d  f o r  5 min, i t  was quenched 

w i t h  50 m l  o f  1 0 %  H C 1 .  The o r g a n i c  l a y e r  was separated,  d r i e d  

ove r  sodium s u l f a t e  and evapora t ed  i n  vacuo t o  l e a v e  t h e  r e s i -  

due which was chromatographed on s i l i c a  g e l  u s i n g  benzene as 

an  e l u e n t  a f f o r d i n g  200 m g  ( 7 3 % )  o f  I1 and 23 m g  ( 7 % )  of  111. 

11, mp. 183-184.5OY p a l e  ye l low n e e d l e s  ( p e t r o l e u m  e t h e r ) .  Ir 

( K B r )  cm-l; 3640 ( v O H ) .  

e ach  s ,  ( C H  ) ) ,  6.65  ( l H ,  d ,  J a c  = 8 Hz, a r o m a t i c  p r o t o n ) ,  -3 3 
7 .23 ( l H ,  dd ,  J a b  = 2 Hz, J a c  = 8 Hz, a romat i c  p r o t o n s ) ,  7 .34 

( 2 H ,  s ,  a romat i c  p r o t o n s ) ,  and 7.45 ( l H ,  d ,  J a b  = 2 Hz, a ro -  

ma t i c  p r o t o n s ) .  

Anal .  Calcd f o r  C 2 4 H 3 4 0 2 :  

( 0 . 3  g /0 .6  ml) c a t a l y s t '  was added a t  once a t  3 2  

NMR ( C D C 1  ) 6 ppm; 1 . 4 6  and 1 .50  (27H, 3 

C ,  81.31; H ,  9 - 6 7 .  

Found: C ,  81.01;  H ,  9 .69.  

111, mp. 181-183.5O, c o l o r l e s s  p l a t e s  (pe t ro l eum e t h e r ) .  Ir 

( K B r )  cm-l; 3550, 3440 (vOH). 

s ,  t - ( C H  ) ) ,  4.79 ( 2 H ,  s ,  OH),  6.67 ( 2 H ,  d ,  Jab = 7.65 Hz, 

a r o m a t i c  p r o t o n s ) ,  7 .15 ( 2 H ,  d ,  J a c  = 2.25 Hz, a r o m a t i c  pro-  

t o n s )  and 7.36 ( 2 H ,  dd,  Jab = 7.65  Hz, J a c  = 2.25  Hz, aro- 

ma t i c  p r o t o n s .  

Anal.  Calcd f o r  C20H2602: 

NMR ( C D C 1 3 )  6 ppm; 1 . 4 5  (18H, 

-3 3 

c, 80.54;  H ,  8 - 7 2 .  

Found: C ,  80.31;  H ,  8 .82 .  

2 4 2  
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2-INDENECARBOXAMIDE 

Submitted b D. Tabak* and P. A. M. deoliveira t * 
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The title compound has been prepared by the direct hy- 

drolysis of the product obtained from indene and chlorosulfonyl 

isocyanate (CSI) . 1- 3 

t C1S02NCO- - 
2 

H20 m C O N H  

EXPERIMENTAL 

The infrared spectra were obtained as KBr pellets on a 
Perkin-Elmer spectrometer model 621 and the nmr spectra were 
determined in CF3C02H on a Varian XLFT-100 instrument while 
the mass spectra were run on a Varian instrument, model CH-5, 
at 70 eV. 

To a solution of freshly distilled indene (10 ml; 854 

mmoles) in 25 ml of dry ethyl ether, freshly distilled N- 

chlorosulfonyl isocyanate (7.5 ml; 854 mmoles) was added, 

under a dry nitrogen atmosphere. The exothermic reaction 
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