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T h e  c o m p o u n d  4-picol ine-N-oxide  is r ep resen ted  by the  
fol lowing fo rmula  : 

H . ~ C - - ~ N  --~ 0 

Crys ta l l i za t ion  f rom b e n z e n e - p e t r o l e u m  e the r  solut ion 
gives t e t r a g o n a l  b i p y r a m i d s  showing  the  101 faces. The  
sample  used  for t he  p o w d e r  p a t t e r n  m e l t e d  in the  r ange  
of 183.5-185.0 °C. T h e  c rys ta l  s y s t e m  is t e t r agona l  w i th  
8 molecules  of C6HTNO per  cell. T h e  observed  dens i ty  
is 1.168 g .cm.  -3 (d i sp lacement )  whi le  t he  dens i t y  cal- 
cu l a t ed  f rom X - r a y  d a t a  is 1.132 g .cm.  -3 

a=b=8.04,  c = 1 9 . 8 4 A .  

T h e  space group,  based  on the  obse rved  sy s t ema t i c  
ex t inc t ions  is C~-I41. I f  this  a s s ignmen t  is correct ,  t he  
c rys t a l  is t he  f irst  f o u n d  in this  space g roup  ( D o n n a y  
& Nowack i ,  1954). 

T h e  opt ica l  p roper t i es  a re :  

E > 1.70, W = 1.504, opt ic  sign + .  

The  p o w d e r  d a t a  (Table  1) were  o b t a i n e d  us ing  a 
c a m e r a  114.6 m m .  in d i a m e t e r  w i th  copper  r ad i a t i on  
a n d  n icke l  filter.  T h e  index ing  was  done  on the  basis  of 
a axis  a n d  c axis single c rys t a l  r o t a t i o n  pa t t e rn s .  O the r  
Miller  indices  can  be f o u n d  h a v i n g  the  s ame  i n t e r p l a n a r  
spac ing  va lues ;  howeve r ,  based  on the  single c rys t a l  da t a ,  
on ly  those  n a m e d  were  of s t rong  e n o u g h  in t ens i t y  to 
c o n t r i b u t e  s ign i f ican t ly  to  t he  i n t ens i t y  of the  line. 

Tab le  1. X-ray powder diffraction data 
.for 4-picoline-N-oxide 

do (h) I / I  1 hkl dc (A) 
7.49 0.12 101 7.45 
4.94 1.00 112 4.93 
4.02 1.00 200 4.02 
3.54 0.16 211 3.54 
3.14 0.20b 213, 204 3.16, 3.12 

2.83 0.12 220 2.84 
2.65 0.16 301 2.66 
2.46 0.16 224 2.46 
2.21 0.08 305, 321 2.22, 2.22 
2.11 0.02 323 2.11 

2.01 0.08 316, 400 2.02, 2.01 
1.938 0.02 325 1.944 
1.867 0.16 - -  - -  
1.794 0.02 - -  - -  
1.752 0.02 - -  - -  

1.685 O.04 
1.643 0.02 
1.557 0.02 
1.489 0-02 
1-362 0.02 

1.318 0.02 
1.253 0.02 
1.232 0.02 m 
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Aus  e i n e m  t e c h n i s c h e n  P o l y a d d i t i o n s p r o d u k t  aus  B u t a n -  
diol-(1,4) u n d  Hexand i i soeyana t - (1 ,6 )  isol ier ten Z a h n  & 
D o m i n i k  (1960, 1961) das  m o n o m e r e  (I) u n d  d i m e r e  (II)  
cycl ische Ol igomere :  

L[OC. NH(CH2)6NH. C0.0(CH2) 4 . 0]~ j 

I :  n = l ,  I I :  n = 2 .  

Die  m o n o m e r e  V e r b i n d u n g  (I) kr is ta l l i s ier te  aus  M e t h a n o l  
in r h o m b i s c h e n  B l~ t t chen .  Bl~i t tchenebene  (100). Dreh-  
k r i s t a l l a u f n a h m e n  e rgaben  eine o r t h o r h o m b i s c h e  E l e m e n -  
tarze l le  m i t  den  T rans l a t i onspe r ioden :  

* 24. Mitteflung tiber Oligomere; 23. Mitt. vgl. I t .  Zahn 
& M. Dominik, Makromolekulare Chem. 196l, 44-46,  290. 

a 0 = 17,38 + 0,04, b 0 = 8,95 _+ 0,07, c o = 17,86 _+ 0 ,1 /~ ;  
a =f l  = ~  = 9 0  °. 

Bei  A n n a h m e  v o n  8 Molekfi len in de r  E l e m e n t a r z e l l e  
w i rd  die D i c h t e  zu  1,235 g .cm.  -3 b e r e c h n e t  (bei 24-28 °C.). 
A m  K r i s t a l l p u l v e r  w u r d e n  gemessen :  1,241 g .cm.  -3 
(21 °C.). K o m b i n i e r t e  Weissenberg-  u n d  Pr~zessions-  
a u f n a h m e n  n a c h  B u e r g e r  urn die c-Achse e r g a b e n  e inen  
A u s s c h n i t t  aus  d e m  rez ip roken  Gi t ter .  Die  f eh l enden  
Ref lexe  h]cl m i t  h + k = 2n + 1 ze ig ten  e ine  C - Z e n t r i e r u n g  
an.  U n t e r  den  v e r b l e i b e n d e n  M6gl i chke i t en  k o n n t e  auf  
G r u n d  de r  f eh l enden  Ref lexe  hOt m i t  l = 2 n + l  zu- 
g u n s t e n  de r  R a u m g r u p p e  Cmcm e n t s c h i e d e n  we rden .  

Die  d i m e r e  V e r b i n d u n g  (II)  w u r d e  im E inseh lu s s roh r  
aus  M e t h a n o l  in m o n o k l i n e n  B l ~ t t c h e n  e rha l t en .  Aus-  


