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OPPI BRIEFS 

6 
yl-fpiperidone ( V I ) ,  bp. 87-90'138 mm; H C 1  salt ,  mp. 109-11lo, lit. mp. 

110-1110. 

b NMR ( D S O , ) :  6 2.78 ( s ,  W), 2.21 (9, x), 2.65-1.7 ( m y  6 H ) .  I R  ( f i lm) :  

v 2940, 2775, 1720, 1452, 1140 cm-l. 
m8x 
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A number of dihalonicotinamides (IIa-f)  have been prepared. 

R" '0,: R1;nR' " 2.m3 ' 1. soc12 
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OPPI BRIEFS 

I I1 
a )  

c )  

e )  

R = C 1 ;  R'  = B r ;  R" = C02H 

R = C 1 ;  R' = CO2H; R" = B r  

R = C 1 ;  R' = C02H; R" = I 

a )  

c )  

e )  

R = C 1 ;  R'  = B r ;  R" = CONH2 

R = C 1 ;  R' = CONH2; R" = B r  

R = C 1 ;  R' = CONHz; R" = I 

b) R = C 1 ;  R '  = C 1 ;  R" = C02H b) R = C 1 ;  R'  = C 1 ;  R" = CONH2 

d )  R = C 1 ;  R' = C02H; R" = C 1  d )  R C 1 ;  R' = CONH2; R" = C 1  

f )  R = C 1 ;  R' = C02H; R" = F f )  R = C 1 ;  R' = CONH2; R" = F 

Table 1. Data on Dihalonicot inamidesa 

m. Yield Elemental Analyses Found 
(OC) (%I C H N C H N 11. 

a 237-238O 73 30.57 1.69 11.89 30.53 1.67 11.82 
b 222-224' 56 37.70 2.09 14.66 37.52 2.14 14.45 
c i87-i8a0 58 30.57 1.69 11.89 30.67 1.65 11.94 
d 176-177O 61 3 7 . 7 0  2.09 14.66 37-39 2.17 14.44 

f 137-1390b 35 41.26 2.29 16.05 41.05 2.39 15.94 
e 184-i85O 59 25.50 1.42 9.91 25.27 1.36 9.80 

a .  Mps. and y i e l d s  are those  of a n a l y t i c a l  samples obta ined  by r e c r y s t a l -  
l i z a t i o n  from aqueous e t h a n o l ;  Mps. are uncorrec ted .  Elemental ana- 
l y s e s  w e r e  performed by G a l b r a i t h  Labora tor ies ,  Knoxvil le ,  Tennessee. 
The s t a r t i n g  acids  (la-f)  w e r e  ob ta ined  as p r e v i o u s l y  descr ibed  [J. 
Chem. Eng. Data, s, 590 (1970); 17, 515 (1972); c, 246 (197611. 
b. R e c r y s t a l l i z e d  from water. 

Typical  Procedure. 5-Bromo-6-chloronicotinamide (IIa).-5-Bromo-6-chloro- 

n i c o t i n i c  a c i d  ( I a ,  2.4g; 0.01 mole) and t h i o n y l  c h l o r i d e  (12ml) were 

mixed and s t i r r e d  under g e n t l e  r e f l u x  f o r  2 h r .  The r e a c t i o n  mixture  w a s  

then cooled t o  room temperature ,  and t h e  excess  t h i o n y l  c h l o r i d e  w a s  re- 

moved on a r o t a r y  evapora tor .  The crude a c i d  c h l o r i d e  (heavy o i l )  w a s  

qu ick ly  d i s s o l v e d  i n  dry  chloroform (25ml) and t h e  r e s u l t i n g  s o l u t i o n  w a s  

t r a n s f e r r e d  t o  a s m a l l  f l a s k  w i t h  a gas  i n l e t  p o r t .  The chloroform so lu-  

t i o n  w a s  cooled t o  10' wi th  s t i r r i n g  whi le  a slow stream of anhydrous am- 

monia w a s  passed i n  f o r  approximately 5 min. The crude amide which pre-  

c i p i t a t e d  w a s  r e c r y s t a l l i z e d  from aqueous e t h a n o l  t o  y i e l d  1.75g (73%) o f  

pure  IIa, mp. 237-238O. 
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