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Fig. 1 The effect of temperature on reaction time

and yield of product
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Fig. 2 Effect of proportion on yield of product

2.4 SHBIEENRNIRER R E TR
W 2 1 2 0

HRARE SCHRL7 1, 76 5 PUBE AR R o E PP B 2 %
FE/RIED 0.1+ 1 B4 , X9 52 O B 1 5 TR B 4
P AL A S B 3 SRS I #) IR X 2 R I i) A TR
ORI RS TR 2T, A R LA 3 .
W& 300 SR 7 318 BE ) T s » 2 3k R 7 i 1 o, (L
M 70 CHE N Z o 8 19 5 L BE » SR I [ e A B
BB S—TH,7E 65 CHE, RENES,
E IR E T R B BB 7Y o T 5
H G R A, 7 5L o B 20 58 iy IR BE 4 1 7R
60~65 C.



18 R TRRF¥M #35 %
30 100 oz
——*__“’"““-—%______, ISR
P! %0 e e~ -
£ 207 ~ LR R AR | o0 o , g
E R RICERIRE 95 50 S ;
ity %0 =
20 Spo g
0 - : - 0 a
40 60 65 70 80

SR IR G
B3 SEBERWRLEEREYR LR B TR
W 2= B 52 0
Fig. 3 The effect of temperature on reaction time
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Fig.4 Effect of proportion on yield of product
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Synthesis of f-methylene phenethyl alcohol

XI Qiang' , FENG Wei-wei', HU Yang' ,YU Li-ming® ,CHEN Jian®
(1. School of Chemical Engineering and Pharmacy, Wuhan Institute of Technology, Wuhan 430074, China;
2. Chemical Engineering Institute, Wuhan University of Technology, Wuhan 430070, China)

Abstract: To improve the yield of the fmethylene phenethyl alcohol and avoid the disadvantages
including harsh conditions, hard to control the reaction process, difficult purification and low yield in
the present routes, an approach to synthesize f-methylene phenethyl alcohol was investigated with
phenylacetaldehyde as the raw material by methylenation and hydrogen transfer reaction. The effects of
molar ratio of material, amount of catalyst and reaction temperature on the yield of the product were
discussed. the yield of f-methylene phenethyl alcohol reached 86 % with purity of over 98. 5% when the
methylenation was carried out at 50 'C for 16 h and ratio of n(plenylacetaldehyde) * n(formaldehyde) :
n(organic amine salt) =1 ¢ 1. 2 ¢ 0, 2, formaldehyde, isopropanol and water were distilled from the
reaction liquid by vacuum evaporation and the intermediate product was directly used without further
purification; the hydrogen transfer reaction was carried out at 60— 65 ‘C for 12 h with n(intermediate) :
n(aluminum isopropoxide) =1 ¢ 0, 1, the concentrate was extracted by ethyl acetate and water, The
structure of the product was confirmed by 1H NMR. This process has the characteristics of mild
reaction conditions, simple operation, easy to be isolated and purified, high total yield, which is
feasible for industrialization,
Key words: plenylacetaldehyde; methylenation; hydrogen transfer reaction
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