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3-(2'-FORMYL-3'-METHOXYPHENYL)PROPIONIC ACID 

Submitted by 2-L. How, I. Chang and C. M. Wong 
(7/21/72) Department of Chemistry 

University of Manitoba 
Winnipeg, Manitoba, Canada 

3-(2f-Formyl-3r-methoxyphenyl)propionic acid (111) has 

been obtained by redu'ction of the ozonide of the enol acetate 

(11) of 8-methoxy-2-tetralone (I)' or more conveniently by 

the aerial oxidation of I. 
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EXPERIMENTAL 

2-Acetoxy-8-rnethoxy-3,4-dihydronaphthalene (11). - A solution 

of 26 g of 8-methoxy-2-tetralone (I) in 500 ml acetic anhy- 

dride and 18 ml of pyridine was refluxed under nitrogen for 

72 hrs. After removal of the excess reagents in vacuo, the 

crude product was distilled to give 23.3 g (73%) of the enol 
acetate 11, as a pale yellow liquid, b p .  108-110/0.02 mm, 

vmax ( C H 2 C 1 2 )  1750, 1660, 1580 ern''; nmr (CDC13) T 3.15 ( 3 H ,  
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m ,  a roma t i c  H ) ,  3 . 5 0  ( l H ,  s ,  - C H = C - ) ,  6 . 3 0  ( 3 H ,  s, CH30), 7 . 1 0  

( 2 H ,  t ,  517 H z ,  - C H 2 - ) ,  7 . 6 0  ( 2 H ,  t ,  J = 7  H z ,  - C H 2 - ) ,  7 . 8 5  

( 3 H ,  S, C H 3 C O O - ) .  

Anal .  Calcd .  f o r  C13H1403: C ,  71 .54;  H ,  6 . 4 7 .  

Found: C ,  7 1 . 3 2 ;  H ,  6 . 2 0 .  

Ozonolys is  o f  Enol  a c e t a t e  11. - Ozone was bubbled th rough  an 

i ce -coo led  s o l u t i o n  o f  13  g e n o l  a c e t a t e  I1 i n  1 0 0  ml of  hex- 

ane  f o r  6 h r s .  The r e a c t i o n  m i x t u r e  was f l u s h e d  wi th  n i t r o g e n  

and t h e  s o l v e n t  was evapora t ed  under  reduced p r e s s u r e .  The 

ozonide  was t r e a t e d  w i t h  3 g z i n c  d u s t  i n  methanol  a t  room 

t empera tu re  f o r  30 min. ,  t h e n  f i l t e r e d .  A f t e r  e v a p o r a t i o n ,  

t h e  p roduc t  was d i s s o l v e d  i n  a mix tu re  of  30 ml of  ch lo ro fo rm 

and 20 m l  of w a t e r  and t r e a t e d  w i t h  hydrogen s u l f i d e .  The 

o r g a n i c  l a y e r  w a s  separated and t h e  aqueous phase was ex- 

t r a c t e d  once w i t h  30 ml. of  ch lo ro fo rm.  

e x t r a c t s  were evapora t ed  and t h e  r e s i d u e  was c r y s t a l l i z e d  from 

chloroform-methanol  t o  g i v e  4 . 2  g ( 3 4 % )  of  111, mp. 1 4 2 . 5 -  

1 4 4 O ;  vmax ( C H 2 C 1 2 )  1705,  1680,  1590, 1580 cm ; n m r  T -0.63 

( l H ,  s ,  - C H O ) ,  2.95 (3H, m ,  a roma t i c  H ) ,  6.20 ( 3 H ,  s ,  CH30), 

The d r i e d  (Na2S04) 

-1 

6.5-7.5 ( 4 H ,  m y  - C H 2 C H 2 - ) .  

Anal.  Calcd .  f o r  CllH1204: C ,  63 .45;  H ,  5 . 8 1 .  

Found: C ,  63 .39 ;  Ii, 5 . 8 2 .  

Au tox ida t ion  of  8-Methoxy-2-tetralone.  - Compressed a i r  was 

passed  th rough  a s o l u t i o n  of  4 2 0  mg of  I i n  30 ml o f  benzene 

ma in ta ined  a t  50' f o r  4 days  under  a condenser .  The mix tu re  

was e x t r a c t e d  wi th  a q .  NaHCO which upon a c i d i f i c a t i o n  

y i e l d e d  117 m g .  o f  111, mp. 141-143O ( C H C 1  -CH30H), i d e n t i f i e d  
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b y  comparison with t h e  substance obtained above. From t h e  

benzene s o l u t i o n  312 mg of t h e  t e t r a l o n e  I was recovered.  The 

y i e l d  of I11 amounts t o  90% based on consumed material. 

REFERENCE 

1. P. A .  Robins and J .  Walker, J. Chem. SOC., 409 (1958). 

Z I N C  ETHYL ACETOACETATE 

Submitted by 0. Grummitt*, J .  Perz  and J .  Mehaffey 
]6/23/72r 

The Sherwin-Williams Company 
Cleveland, Ohio 44101 

The p repa ra t ion  of z i n c  e t h y l  a c e t o a c e t a t e  (I) 1 has been 

s u c c e s s f u l l y  r epea ted  by t h e  au tho r s  and t h e  z i n c  con ten t  of  I 

ZnC12 t 2 NaOCH3 - Zn(OCH3I2 t N a C l  

I Zn(OCH3f2 + 2 CH3COCH2C02Et ___c 

was determined by EDTA a n a l y s i s  (Calcd. :  Zn, 2 0 . 1 .  Found: 

2 0 . 2 )  a f t e r  a c i d  h y d r o l y s i s .  P u r i f i c a t i o n  of I by c r y s t a l -  

l i z a t i o n  from hot methanol r e s u l t s  i n  ex tens ive  decomposition. 

The pure product i s  obtained by d i s s o l v i n g  I a t  room temper- 

a t u r e  i n  a 9 5 : 5  mixture of  methanol-ethyl a c e t o a c e t a t e  

( 2 . 7  g/280 m l )  and coo l ing  t o  0°;3 i n  t h i s  f a sh ion ,  pure I 

(64% recove ry ) ,  mp. 147-150°,  is obtained.  
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