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1
11
XRCG-1 ) ; Finnigan ICQDECA ; Perkin E mer Spectum one FT-
R spectraneter ; Buuker Avance 600 , TMS ; Petkin ElmerM odel 341
. 25 C, 589 m;
122 2 (3)
60 C 2(1.44 g 10mmol) (0.942 5 12 mmol) 2 h
, 2 s 3 1.65 g
93% ( t,78% ). .
13 (4)
(1.84 g 10mmol) 3(1.86 5 10mmol) . 100°C 4h
., 228 4, 95 % ( ", 9506 ).
L4 (ZE)2 -3 (4 ) (5)
THF( 10mL). (0.420 g 30 mmol) 0C 4(4.80 g
20 mmol) THF(5 mL) . 30 min 4 (2.12 § 10mmol) THF(10
mL) , 1h 10 h . 50 mLL
. (15mLX4) . . . .
, , . ) v )=11 (10mLXx2) ,
5 3.05 g 94% ( 19296 ), mp 45 ~46 G Z 45% (
'H NMR ). . (10 mLX3) ,

, , 4 210g R(KBD, 6, /an ': 3 067 3 031 2 978 2 925
1703 1633 1602 1510 1474 1455 1372 1297 1203 1172 1091 1 004 917 851 833 765 696
ESIMS m £(%) =349 ([M +Na] ', 68), 325([M -H] ", 100) 311 ([M - CHs] ", 20); 'H NMR
(CDCY) 8 1.13(1J=7.2Hz 3H —OCH,CH; ), 1.37(+J=7.2 Hz &1, —COOCH, CHs, — OCH, CH; )
1.40(4J=7.2 Hz 3, —COOCH,CH; ), 3.93(q J=6.8 Hz 2H, —OCH,CH; ), 4.10(q J=7.1Hz
2H, —OCH,CH; ), 4.15(q J =7.1 Hz 2H, —COOCH, (H; ), 4.30(q J=7.1 Hs 2, —COOCH,CH; ).
5.07(s H, —CH=), 5.11(s 2H —CH=), 6.09( s 44 —OCH,Bz), 6.90(d J=8.4Hz H ), 6.97

(dJ=8.4Hz4H), 7.14(d J=8.4Hz M ), 7.33 ~7.36(m. 3 ), 7.38 ~7.45(m 13H), 7.76(d J=

8.4Hz 2H); ( ) V6. C 73.54(73.62), H 6.69(6.75), 0 19.77(19.67).
L5 (RS)r2 -3 (4 ) (6)
5(1.63 g 5mmol). (30mL) PdLC (5%, 0.326 ¢) , .
H, , 24 h TLC . . (10mLX3
. . . 1.15¢g 6 9874 ( 1, 99% ).
L6 (RS)r2 -3 (4 ) (7)
6(1.19 g 5mmol). (30 mL) 1 mol/L NaOH (8mL) ,
10 b TILC . . 20mL . (10mLX2)
Imol/L pH 2~3 (10mLX3)
, , . 1.0lg 7 965 .
L7 (RRS)2 -3 (4 ) (7)
7(0.630 g 3 mmol) (10mL) R(a) (0.363 g
3 mmol) (4 mL) , 2h s
2, 1 mol L pH 2~3 (15 mLX3)

’ ’ ’ 8 0 30 23
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2

48% ( S ) ( 19'39%% ), mp 96~97 C ( 19105 C); [ a]5 = - 10.0( c=
0., MeOH )., R(KBr) 0,4 /an : 3223 3033 2966 2 924 2888 1710 1613 1599 1515 1455
1267 1234 1195 1125 832 791 692 ESIMSm £(% )=209([M -H] ~, 100). 'H NMR(CDCk). 9
1.13(4J=7.2Hz 3, —OCH,CH; } 2.85(d J=7.2Hz M, —CH,CH ), 3.33 ~3.36(m I, —OCH,CH; ),
3.62~3.65(m. 1. —OCH,CH; ), 3.97( 4J=7.2Hz IH, —CH,CH ), 3.72(bis 1H. —OH). 6 74(d

J=8.4Hz2H), 7.10(d J=8.4Hz 2H). ( ) 2% C 63.02(62.86), H 6.57(6.66),
0 30.41(30.48).
L8 (52 -3 (4 ) (1)
8(210 mg 1 mmol) (6mL) 0G
(238mg 2mmol), , 0T 4h  30mL . (15mLX3)
. , , , 1 226mg
95%, [a]p = -9.2(¢=0.1 MeOH). ee 98.3% (HPLC Chimleel 0J . i

98.2% ), IR(KBr), 6, /am~': 3 401 2 980 2931 2 90L 1 731 1614 1596 1516 1445 1370 1 26%
12211 199 1 115 1 030 833 ESIMS m £(% ) =239 ([M +H] ', 100), 238 ([M ], 17),
237([M -H] . 100); '"HNMR(CDC}k), 81.17(4J=7.2Hz 3, —OCH,CH; ), 1.23(t J=7.2H3z
3H, —COOCH,CHj; ), 2.95(d J=7.2Hz H, —CH,CH ), 3.34 ~3.37(m, 1H, —OCH,CH3;), 3.59 ~3.61
(m, 1H, —OCH,CH; ), 3.97(tJ=7.2 Hz HH, —CH,CH), 4.17(q J=7.2Hz 2H, —COOCH, CH; ),

3.70(brs 1IH, —OH ), 6.74(d J=28.4 Hz 2H), 7.12(d J=8.4 Hz 2H). ( ) P4
C 65.34(65.55), H 7.63(7.56), O 27.03(26.89).
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Synthesis of E thyl (S )-2-E thoxy
3- ( 4 hydroxyphenyl) prop ionate

CAIXiaoHua' ", XIE Bing
(“Deparment of Pham acy Huaidua M aliaa | Collegé Huaihua 418000
bCollege of Chem istry and E nvironm ental Science Guizhou University for Natona lites Guiyang )

Abstract Ethyl (S ) 2 ethoxy 3 (4 hydoxyphenyl) propionate (1) was prepared via a racamic synihetic
wute Ethyl2 chloride 2 ethoxyacetate(3) was synhesized fum ehyl2 2 diethoxyacetate(2) n a yield of
93%, which reacted w ith triety] phosphate to give triethyl phosphonocetae(4) n ayield of 95%. Canpound
4 was condensed w ith 4 benzy loxybenzaldehyd by HomerW adsvord h Fmmons eaction to produce ethyl (Z,
E )-2 ethoxy 3 (4 benzyloxy phenyl) propenonate(5) in ayield 0f94%, which washydwogenated to give ethyl
(R. §)-2 ethoxy 3 (4 hydroxyphenyl) propionate( 6) in a yield of 98%. The coresponding caboxylic aci
(7) was obtained by he hydroksis of campound 6 under basic conditions in a yield 0f96%). Chemical resola
tion of canpound 7 wih chiral anine R-( @ }methyl benzanehanan ine pwduced campound 8 The
esterification of compound 8 pwoduced product 1, and its yiel and ee valie were 9575 and 98.3%, tespec
tive ly.

Keywords ehyl diethoxyacetats Homer W adsvordh Emmons wraction catalytic hydwgenation chem ical

esolution ethyl (S ) ehoxy (hydwoxyphenyl) poopionate



