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O R G A N I C  PREPARATIONS AND PROCEDURES INT. 3 ( 3 ) ,  125-126 (1971) 

1 -BROMOPHENANTHR I D  INE 

J .  P. Casey, A. Ca ta la  Casey, and F. D. Popp 

Department of  Chemistry, Clarkson College of Technology 

Potsdam, New York 13676 

l -Browphenanthr idine has been synthesized' from l-carboxyphenan- 

thr idone  i n  a number of  s teps .  We wish t o  r e p o r t  an  a l t e r n a t i v e  

syn thes i s .  

n i t r a t i o n  of phenanthrid i n e  ,2 was reduced t o  l-aminophenanthr id ine  . 
The l-aminophenanthr id  i n e  was converted t o  l -br  o m  phenant hr i d  i ne  through 

i t s  diazonium s a l t .  

l -Nitrophenanthr idine,  which i s  one of  t he  isomers obtained upon 

EXPERIMENTAL 

l-Aminophenanthridine. - A mixture  of  0.9 g .  (0.0040 mole) of 

l - n i  t rophenanthr  id  ine2 (from chromatography of t he  mixture ob t a  ined 

upon n i t r a t i o n  of  phenanthr idine) ,  1.8 g. of i r o n  powder, 45 m l .  of 

water ,  and 0.9 ml.of 2 N a c e t i c  ac id  was heated fo r  4 hr.on a steam 

bath.  Ext rac t ion  wi th  b o i l i n g  benzene gave 0.75 g. (97%) of amine, 

mp. 115-116.5O, lit.2 mp. 115.5-117'. 

l-Bromophenanthridine. - To a mixture  of 1.2 g. of s u l f u r i c  acid 

and 0.75 g. (0.0038 mole) o f  l-aminophenanthridine a t  0' was slowly 

added 0.35 g .  of sodium n i t r i t e  i n  a minimum of water .  This  mixture 
was then added t o  a so lu t ion  o f  0.58 g. of  cuprous bromide i n  1.62 g. 
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CASEY, CASEY A N D  POPP 

o f  40% hydrobromic a c i d  a t  Oo and s t i r r e d  f o r  4 h r s .  

g r a d u a l l y  b rough t  t o  60°, d i l u t e d  w i t h  w a t e r ,  and f i l t e r e d .  

was washed w i t h  5% sodium hydrox ide  and w a t e r  and r e c r y s t a l l i z e d  from 

e t h a n o l  t o  g i v e  0.6 g.  (62%) o f  1-bromophenanthr idine,  mp. 101-102°, 

lit.' mp. 97-99'. 

p r e v i o u s l y  r e p o r t e d .  

The m i x t u r e  was 

The s o l i d  

The s p e c t r a l  d a t a  were c o n s i s t e n t  w i t h  t h o s e  
1 

Anal.  Calcd.  f o r  C H BrN:  C ,  60.49; H, 3.12; N ,  5.43. Found: 13 8 
C,  60.22; H, 3.07; N, 5.64. 
- 
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