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14onthly Re3ort CLASSIFICATLON CANCELLED OR 

NDRC Chem 8 CHANGED TO &C&d 

Deter iorate& Samles,  The follcc-ing s z q l e e  f rom Professor  Geissmerr o.re 

i f k n t i f i e d  by h i s  nunberinr. 

9. 
m e e d  reactor .  

about 0.7s. AldehFde recovery 60$. 

Firtnford salcomine z f t e r  1790 e:-cles ?t SO ->s i  b4th vet cir i n  2 - 
Fin21 e n a c i t y  (Geiesmn) 3.1 t o  O.$ q t a k e .  XIT r m o r t  s 

m t e r i P 1  Fnli nost  of t he  salcomine i s  eE t r=me?  '7s 3-free mrter inl ,  

E-1-32-1, T?e reFi?ue fro-_! A 6 7  a f t e r  benzer?? extracthn.The --hotograFk s!iovs 
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oxide. The r z t e  a2gears veq-  l o w  hovrever as  a f t e r  only 3 f e v r  hours i n  

Dure oxypen the  l i n e  i s  s t i l l  !*reeker t b n  t h e  0-free l i n e .  This s a e l e  

i s  Quite c l e s r l y  l e s s  c o q l e t e l y  d e t e r i o r a t e 6  than i s  A67. 

It i s  unfortw-2-te tb.t such lPrge d i s c r e ~ e n c i e s  e x i s t  between the 

74th zir but support the  hipher  ~eI .ues  f o r  -,rolong-ed oyveenation P f t e r  1ier.t- 

ing. They .-re a l s o  i n  nccor& I..ith t h e  h i &  a1c'el-q-s.e recover?;, i nd icF t ln r  

re?+ isomer. Since the -;icturef o f  X-f S ~ G V  that X-1 cFnnl-Jt noeFi-21:- h-ue  
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This  v e ~  poss ib le  e s  t h i s  vhole s e r i e s  o f  Dic tures  FRS made i n  ;? canerp" 

subject  t o  temgersture cont ro l  o f  the ea,rn?le ur! t o  10O0C, The s a q l e  

was t'nen cooled t o  room tern:,:erature and the  emosure  o f  the  G-free forin 

w a s  made i n  the  -cum which d - i C  not need t o  be broken a f t e r  heating. 

the grain s i ze  to  aro7)er dimensions f o r  _ E O C ~  7or-der r,hotograFhs. I t  3eerned 

des i r sb l e  t o  f i n ?  out about the  n a i n  s i z e s  f o r  one th ing  and also 1.e TP.nte2 

a record o f  the  p a t t e r n  before  F r i d i r y ,  even i f  x ?oar one, a s  ii check agz ins t  

i 2 b Z b 4 5  
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Some of t he  n i c t u r e s  show e f f e c t s  o h i o u s l y  h e  t o  > re fe r r ed  or ient-  

x t ion  o f  c r y s t a l s  i n  t h e  sam-$es. This u sua l ly  occurs &en the  c r y s t a l l i t e s  

have very a s p m e t r i c  shapes such a,s f o r  extremely t h i n  p l a t e s  o r  f i n e  

needles. These e f f e c t s  occur  f o r  sa l -&nethyl -pr - t r ,  4-methoxy-sral-en, 

o-hydroxy-ecetonhqnone-en, 3-chloro- sal-gr-tr and 3-nethoxy-sal-pr-tr. 

F i c t u r e s  o f  both oxic?e 0-free forms were ma3e only  f o r  the ?- imines.  

Tile oxygen ?ressares recui red  f o r  the  t r i a z i n e s  are i n  general  t o o  high. 

~ht.: th ree  coz-3omds kaethoxy-ea.l-er?, o-hpdroxg-aceto.?hecone-en ana 3-ni t r o -  

ssl-en show but ninor  d i f f e rences  f o r  i: few l i n e s  between oxi6.e an6 0-free 

1 2 b 2 b 4 b  
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Although these sarr@es y i e l d  good pokder n i c t u r e s  which ind icn te  

p r t i c l e  s ixes  l e s s  t b . n  loe3 cms, they a r e  seen under the  microscoge 

t o  cons is t  of r a t h e r  large 3seuOomornhs a f t e r  the y r e n t  solvates.  Since 

t h e  gseuclomochs fror-i t3e  two hyd-rates give fair  ex t inc t ion  between crossed 

n i c o l s  and show nronounced. a-irhroism, i t  seenel! thzt the c r y s t a l l i t e s  i n  the 

cseudonorphs rnust be r p t h e r  well or ientsd.  This ?IS been inves t i za t ed  with 

the  following r e s u l t s  t o  d a t e .  

The red h y ? n - t e  i s  monoclinic, occurr ing a s  t h i n  ??rallelooi?ed-s. Tke - 

TEe :.ellosr h . y ? ~ t q  i s  -)robably clso nonQcl in ic  althouzh t h i s  i s  no t  :-et 

c o n f i n e :  by x-rrs- nict-Jres.  It  occurs z s  lr th- l ike needles. :!hen Yiel-ed- 
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>arallel t o  t h e  needle  axis and red wi th  i t  perpendicular  t h e r e t o ,  bu t  

about a s  many o t h e r s  have t h e  c o l o r s  reversed.  

S a q l e s  o f  t h e  ~ y r i d i n a t e  a r e  not et ? re sen t  ava i l ab le .  The oxiae  

from it  shows pseu6omorphs vhich 60  not  c h n g e  on r o t a t i o n  between crossed  

n i c o l s  and thich are uniformly dark f o r  sll T o s i t i o n s  of t he  e l e c t r i c  

v e c t o r  i n  n o l s r i z e 0  light, 

S o m  r e d  h - 3 r a t e  c r y s t d s  h?ve been emmine6 by r-mga. The mono- 

c l i n i c  s , m e t r y  h2s been conf i r aed  a d  a 0 = 13.75 1 rrhile bo = 11.52 E. 

c r y s t p l l i t e s  ? r e  o r i m t e ?  c u i t e  v e l 1  consic‘erinc t h c t  t h i s  ;lseuCo:norh ’n; s 

u-n?ergone t v o  t rqqsformat ions ,  2 4ehydrption ?ne pn oxiChtion. Tile 7ict . j re :  

- r e  still Seing nTde sn.’ the  i n t e r 2 r e t F t i o n  vi11 hcve t o  5 e  car r ie r l  o u t  T.-ith 

c 

eome  w r e  ;1s i t  i s  not c e r t r i n  th:t the c q - e t E l l i t e s  t e n d  t o  be o r i en ted  i n  

021;- oce c‘ i rec t ion  c o r  i s  tYLP r ; - ~ i : ~ e t r ~ ~  cf th? c r y s t a l l i t e s  :-et ! c n o v ~ .  5 r t  

t h i s  l i c e  of a t t a c k  see%$ t o  o f f e r  sone 7ro.nise o f  f inzl1:-  i n?es iny  tke  



It need har$ly be pointed out t h a t  the  d i f fe rences  i n  r z t e s  observed 

a t  Eerkeley f o r  the ma te r i a l s  f r o m  the  d i f f e r e n t  sources are arobably re- 

l a t e d  t o  the d-ifferences i n  s i ze  and o r i en te t ion  o €  the  c r y s t a l l i t e s  i n  the 

n seudoino rph s. 

Pasai!.ena, Cal i forn ia  
February 6, 1943 
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