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Syn thes i s  of  coronene i s  g e n e r a l l y  on a mg scale. Our 

a t t e m p t s  t o  i n c r e a s e  t h e  scale w e r e  f r u s t a t e d  u n t i l  w e  developed 

a h e a t e r  and improved glassware' which enabled s u c c e s s f u l l y  

c a r r y i n g  o u t  t h e , r e a c t i o n  a t  t h e  r e q u i r e d  temperature.  Pre-  

0 2  v ious ly  r epor t ed  y i e l d s  of coronene were 66% (mp. 425-428 ) 

and 73% crude with 18% p u r i f i e d .  We c o n s i s t e n t l y  ob ta ined  

pure coronene i n  80% y i e l d ,  mp. 434-438O (uncorr . )  on a gram 

scale. 

I1 EXPERIMENTAL I 

Melting p o i n t s  w e r e  determined on Mel-temp c a p i l l a r y  m e l t -  
i n g  p o i n t  appa ra tus  w i t h  a 90-510° thermometer from H-B i n s t r u -  

149 

D
o
w
n
l
o
a
d
e
d
 
A
t
:
 
1
2
:
1
1
 
2
7
 
J
a
n
u
a
r
y
 
2
0
1
1



OPPI BRIEFS 

ment Co. and are u n c o r r e c t e d .  

F r a c t i o n a l  Sub l ima t ion  o f  Coronene-lr2-dicarboxylic Anhydride 

- ( I ) . -  The anhydr ide  ( I )  (20 .8  g ,  0.056 m o l )  was p l a c e d  i n  a 

250 m l  f l a s k .  The f l a s k  w a s  a t t a c h e d  to  a s u b l i m a t i o n  sys tem 

and a l t e r n a t e l y  evacua ted  and f l u s h e d  w i t h  a rgon .  Upon h e a t -  

i n g  w i t h  a sand  b a t h ,  l r12 -benzope ry lene  and o t h e r  v o l a t i l e  i m -  

p u r i t i e s  were subl imed away from t h e  anhydr ide  a t  250-400° ( 0 . 2  

mm Hg) d u r i n g  4 h r s .  A f t e r  c o o l i n g ,  t h e  r e c e i v e r  was r e p l a c e d  

and t h e  sys t em evacua ted  and f l u s h e d  w i t h  a rgon  (4x1.  The 

1 

f l a s k  was a g a i n  h e a t e d  u s i n g  t h e  h i g h  t empera tu re  sand  ba th '  

t o  470-490° ( 0 . 2  mm Hg) . The b u l k  o f  t h e  anhydr ide  subl imed 

suddenly  a t  490° g i v i n g  20.2 g ( 9 7 % )  of  b r i g h t  red-orange  c ry -  

s t a l s  o f  

showed absence  o f  benzopery lene .  However, t r a c e s  o f  coronene  

were obse rved .  

P r e p a r a t i o n  o f  Coronene (11) from Anhydride ( I ) . -  A 4 . 0  g ( 0 . 0 1  

mol) sample o f  anhydr ide  I and 1 0  g soda  l i m e  (Ma lk inckrod t )  

w e r e  t ho rough ly  mixed w i t h  a mor t a r  and p e s t l e .  T h i s  m i x t u r e  

w a s  p l a c e d  i n  t H e  bo t tom o f  t h e  r e a c t i o n  f l a s k '  and covered  

w i t h  a 6 g l a y e r  of powdered soda  l i m e  and t h e n  35 g of 4-8 

mesh Soda-Lime p a r t i c l e s .  G l a s s  wool was t h e n  p l a c e d  above t h e  

r e a c t a n t s .  The sys tem was a l t e r n a t e l y  evacua ted  and f l u s h e d  

w i t h  a rgon  ( 4 x ) .  Upon h e a t i n g  t o  350-400° (0.05 mm Hg) , coro-  

nene subl imed above t h e  g l a s s  wool. T h i s  s u b l i m a t e  w a s  p l a c e d  

i n  a S o x h l e t  a p p a r a t u s 4  charged  w i t h  Merck, a c t i v i t y  I ,  b a s i c  

a lumina .  The a lumina  w a s  c o n t a i n e d  a s  a 5 c m  d i a m e t e r  x 6 c m  

volume. The hydrocarbon was e l u t e d  w i t h  r e f l u x i n g  t o l u e n e  t o  

g i v e  a suspens ion  o f  coronene  (11). Cool ing  and f i l t e r i n g  

I ,  mp. > 50S0, [lit.2 m p .  490-503OI. TLC5 s t u d i e s  
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gave 2.4 g (80%) of I1 as b r i g h t  ye l low f l u f f y  n e e d l e s ,  mp. 

434-438O (uncor r . )  . 
P u r i f i c a t i o n  of  Coronene ( I I ) . -  The combined p r o d u c t  o f  8 re- 

a c t i o n s  (16.2 g )  w a s  p l a c e d  i n  a S o x h l e t  column charged  w i t h  

basic alumina and e l u t e d  w i t h  r e f l u x i n g  t o l u e n e .  The r e s u l t -  

i n g  s o l u t i o n  w a s  f i l t e r e d  t o  g i v e  15.0 g. Vacuum-sublimation 

gave 1 4 . 4  g ,  mp. 437-440° ( u n c o r r . )  mp. 440°]; m a s s  

spec t rum m / e  300 (M 1 .  HPLC a n a l y s i s  w i t h  Waters l i q u i d  chro-  

matograph u s i n g  a 254 nm UV d e t e c t o r ,  and a (3.9 nm x 30 c m )  

C18-u-Bondapak column w i t h  a c e t o n i t r i l e  s o l v e n t  (1 ml/min) 

showed t h e  p u r i t y  t o  be g r e a t e r  t h a n  99%. 
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