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SYNTHESIS OF 3- ( 2-MGmryLPHENOXY) - 
AND 3-( 2,6-DIMETHYLF'HENOXY)PROPYNE 

Submitted by R .  A. Malzahn, C .  M. Peek and J. D. Woodyard* 
(6/27/77) 

Department of Chemistry and Killgore Research Center 
West Texas S ta te  University 
Canyon, Texas 79016 

New compounds IIa and I I b  have been prepared from the  reaction of 3- 

bromopropyne with Ia and Ib respectively i n  refluxing acetone and anhy- 

drous potassium carbonate 

A r O H  + BrCH2C-CH K2c03 Acetoneb ArOCH2C-CH 

I I1 

b)  A r  = 2 , 6 - ( ~ ~  ) C H 3 2 6 3  a )  Ar = 2-CH C H 3 6 4  

EXPEZIMENTU 

An F & M gas chromatograph, Model 810, equipped with a flame ioniza- 
t ion  detector and a 4 f t .  by 0.25 in .  10% Carbowax 20 M, was operated a t  
200' for  a l l  vpc analyses. 
10  grading I R  spectrophotometer with potassium bromide ce l l s .  

I R  spectra were obtained using a Beckman Model 
N m r  spectra 
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were recorded i n  carbon te t rachlor ide with a Vaxian EM-390 spectrometer em- 
ploying tetramethylsilane as an in t e rna l  reference. The elemental analyses 
were performed by M-H-W Laboratories, Garden City, Michigan 48135. Indices 
of r e f r ac t ion  were measured with a Bausch and Lomb Abbe-3L refractometer. 
Boiling points  a r e  corrected. 

Preparation of 3-(2-methylphenoxy)~ropyne(IIa).- Into a 1-1 two-necked 

f lask equipped with a condenser and a mechanical stirrer were placed 130 g 

(1.2 moles) of 2-methylpheno1, 250 ml of acetone and 182 g (1.3 moles) of 

anhydrous potassium carbonate. To t h i s  s t i r r e d  refluxing solution, 127 g 

(1.17 moles) of 3-bromopropyne was added dropwise. After being heated t o  

ref lux f o r  1 5  h r s ,  the reaction mixture w a s  cooled, poured i n t o  500 ml of 

water and extracted with 100 ml of ether.  The aqueous layer  was separated 

and extracted with three 75 m l  portions of e ther .  

were combined, washed with 5% aqueous sodium hydroxide and then with water 

u n t i l  t he  aqueous layer was neutral  and then dr ied over magnesium sulfate. 

The ether  was evaporated and the  residue d i s t i l l e d  i n  vacuo t o  give 76.3 g 

(46%) of  3-(2-methylphenoxy)propyne, bp. 83'/1.5 m, II:~ 1.5301, which an- 

alyzed, by vpc , t o  be greater  than 99% pure. 

nmr spectrum: 

(d,  2 protons, J = 2.40Hz) and 6.98 (my 4 protons).  

Anal. Calcd. fo r  C H 0: C ,  82.07; H ,  6.90. 

Found: C ,  82.16; H ,  6.71. 

The ethereal  extracts  

6 2.23 ( 6 ,  3 protons),  2.42 ( t ,  1 proton, J = 2.4UHz), 4.60 

10 10 - 

In  a s imilar  fashion 3-( 2,6-dimethylphenoxy)propyne( I I b )  was  obtained 

i n  82% y ie ld  (60°, 72 hrs , bp. 81'11.5 m, nz5 1.5188. 

- Anal. Calcd. for  CllH120: C ,  82.46; H ,  7.56. 

Found: C. 82.86; H ,  7.55. 
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