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& Du lac ,  1955) m e n t i o n e d  in I .  All  o t h e r  p a r t s  of  I a re  
cor rec t .  
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A c c o r d i n g  to  H a n s o n  (1936, p p .  973-4) ,  t h e  p h o s p h i d e s  of T a b l e  1. of S u P  
t i n ,  S u P  3, Sn4P 3, a n d  Sn3P 4, m a y  be  f o r m e d  in t h e  b i n a r y  hk.1 dc (i~)j do (A) I 
s y s t e m  S n - P .  A n  a t t e m p t  t o  p r e p a r e  S u P  3 w a s  m a d e  b y  00.1 5.98 5.97 vvw 
t h e  h i g h - t e m p e r a t u r e  r e a c t i o n  of  a 1 :3  m i x t u r e  of t i n  20.0 3.80 3.77 m ¢ 
a n d  r e d  p h o s p h o r u s .  T h e  c o n s t i t u e n t  e l e m e n t s  we re  20.1 3.21 3.19 vs 
h e a t e d  to  700 ° C. in  a n  e v a c u a t e d  (10 -s  r am.  of  i g )  00.2 2.99 2.99 m- -  
v y c o r  t u b e ;  a f t e r w a r d s  s low-cooled  a t  40 ° C.hr .  -x to  21.0 2.87 2.91 vwv 
380 ° C. a n d  t h e n  a l l owed  to  r e a c h  r o o m  t e m p e r a t u r e .  10.2 2.78 2.82 m- -  
T h e  r e a c t i o n  p r o d u c t  w a s  a sol id i f ied  m a s s  w i t h  a si l icon- 20.2 2.35 I 2.35 s 
l ike dul l  m e t a l l i c  lus te r .  T h e  p r e sence  of  u n r e a c t o d  phos -  30.1 2.33 
p h o r u s  i n d i c a t e d  a d e v i a t i o n  f r o m  t h e  s t o i c h i o m e t r y  S u P  3. 22.0 2.20 2.18 s 31.0 2.11 2:09 w 
T h e  p r o d u c t  was  g r a p h i t i c  in  c h a r a c t e r ,  i.e., q u i t e  sof t  00.3 1-993 2.001 w 
w i t h  a n  ea sy  c l eavage  para l l e l  t o  (00.l). T h e  en t i r e  p r o d u c t  31.1 1.989 1.973 vw 
a p p e a r e d  to  be  one  largo s ingle  c rys ta l .  I t  w a s  f o u n d  to  be  40.0 1.901 1-890 w 
inso lub le  in  c o n c e n t r a t e d  H N O  a a t  300 ° C. F o r  c h e m i c a l  40.1 1.812 1.804 m~- 
ana lys i s* ,  i t  w a s  f u s e d  w i t h  K2CO a a n d  s u l p h u r  in  a 22.2 1.769 1.768 m 
p l a t i n u m  cruc ib le  a n d  t h e n  ac id i f ied .  T h e  excess  s u l p h u r  41.1 1.599 1.598 w 
w a s  ox id i zed  a n d  t h e  p h o s p h o r u s  w a s  d e t e r m i n e d  as  22.3 1.476 1.477 m- -  
p h o s p h o m o l y b d a t e .  F o r  t h e  t i n  d e t e r m i n a t i o n ,  t h e  s a m p l e  42.0 1.437 1.433 vw 

a l u m i n u m  foil a n d  42.1 1.397 ~ 1.394 mq- w a s  ac id i f ied  w i t h  HC1, r e d u c e d  w i t h  20.4 1.391 
t i t r a t e d  i o d o m e t r i c a l l y .  T h e  resu l t s ,  w h i c h  a re  a v e r a g e d  42.2 1.295 ~ 1.296 w 
f r o m  t w o  ana lyses ,  c h e c k e d  c losely  w i t h  t h e  s t o i c h i o m e t r y  60.0 1.267 1.269 vvw 
of  t i n  m o n o p h o s p h i d e ,  S u P :  : 40.4 1.175 1.177 w 

42.3 1.166 1.166 w 
Analysis Calculated 
(wt. %) (wt. %) 

Sn 78.86 79.30 
P 20.47 20.70 

Principal lines of the powder pattern 

T h i s  f o r m u l a t i o n  is n o t  in  a g r e e m e n t  w i t h  H a n s o n  
(1936, p .  974), w h o  i n d i c a t e d  t h a t  a m o n o p h o s p h i d e  of 
t i n  a p p e a r e d  un l ike ly .  

R o t a t i o n  a n d  p recess ion  p a t t e r n s  were  o b t a i n e d ,  u s i n g  
a t h i n  c l eaved  sec t i on  of  t h e  c ry s t a l  w i t h  u n f i l t e r e d  Me 
r a d i a t i o n  (/t = 0.7107 A). A h e x a g o n a l  u n i t  cell was  
e s t a b l i s h e d  w i t h  t h e  d i m e n s i o n s :  

a 0 ---- 8 .78±0 .01  A, c o -~ 5-98±0-01  A, c/a ---- 0 . 6 8 2 .  

T h e  un i t - ce l l  d i m e n s i o n s  w e r e  d e t e r m i n e d  f r o m  t h e  spac-  
ings  of h i g h - o r d e r  r e f l ec t ions :  a 0 f r o m  t h e  f o u r t e e n t h  
o r d e r  of (h0.0) a n d  c o f r o m  t h e  t w e l f t h  o r d e r  of  (00.l) 
o n  zero- level  p r eces s ion  p h o t o g r a p h s .  T h e  d e n s i t y  of  a 
77 mg .  s a m p l e  was  m e a s u r e d  p y c n o m e t r i c a l l y  in m e t h a n o l  
a n d  f o u n d  to  be  5-01 g . cm.  -a as  c o m p a r e d  to  a c a l c u l a t e d  
d e n s i t y  of 4-98 g . cm.  -a for  Z -- 8. 

* Schwarzkopf Microanalytical Labora tory ,  Woodside 77, 
New York, N.Y., U.S.A. 

I n  T a b l e  1 t h e  o b s e r v e d  d spac ings  of t h e  p o w d e r  
p a t t e r n  a re  c o m p a r e d  w i t h  t h o s e  c a l c u l a t e d  f r o m  t h e  
l a t t i c e  c o n s t a n t s  o b t a i n e d  u s i n g  s ingle  c rys t a l  d a t a .  T h e  
p o w d e r  p a t t e r n  was  o b t a i n e d  w i t h  Ni - f f l t e red  Cu r ad ia -  
t i o n  (/t ---- 1-5418 /~); r e l a t i ve  i n t ens i t i e s  were  e s t i m a t e d  
v i sua l ly .  O w i n g  to  t h e  soft ,  g r a p h i t i c  n a t u r e  of S u P ,  
t h e  d i f f r ac t i on  l ines  for  20 ~ 90 ° were  b r o a d  a n d  d i f fuse  
a n d  n o t  u sab le  for  a m o r e  a c c u r a t e  d e t e r m i n a t i o n  of t h e  
un i t - ce l l  d i m e n s i o n s .  N o  s y s t e m a t i c  absences  were  ob-  
se rved .  T h e  rec ip roca l - l a t t i ce - l eve l  s y m m e t r y  for  c ax is  
r o t a t i o n  w a s  c h a r a c t e r i z e d  b y  C6~ for  t h e  zero level  a n d  
C31 for  t h e  u p p e r  levels.  T h e  d i f f r a c t i o n  s y m m e t r y  is 
Dad--3m w i t h  t h e  fo l lowing  poss ib le  space  g r o u p s :  
D ~ - P 3 2 1 ;  C~av-P3ml; D~d-P3ml, t h e  las t  be ing  c e n t r e -  
s y m m e t r i c .  A s t r u c t u r e  ana lys i s  is p l a n n e d .  

T h e  a u t h o r s  a re  g r a t e f u l  to  Mr  R .  Le fke r ,  of t h e s e  
L a b o r a t o r i e s ,  for  t h e  I B M  ca l cu l a t i on  of d spac ings .  
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