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HRE FERESR =HBRFEXFEBZBRERAREIERY « ZKRFEFERS , RAHEY
EAHERFEMNE . SREEHE . FOR B A AR A B - ZERFEFFERZ KN
Bw . ERAEEN Sh, FH « ZHAREFRBEMZEEFYBRELY 1 1.2, RAKKKRHN
AL AR B (PTC 4™) K .- ZH AR EFTRBR /R0 B, K o SRR FEF R
ZHMERTRAT6 % ~80 %.

XBE HEBHEL SR ZHERFERRH, « ZERFPEXENZRE

“4%E O 643.322

- =FRPEX R BB E 5 I (Rosaliu or Rosacetal), B—FH G4 & CUER
ICEE I 4 86~88 C, Bh s 280~282 C), RABIMBAER MB FZH. EFHRE
B AETK. EEACLIELREAERNEFMMAREN, ¥ H Tkt kus . Bar
Hir LERER  BERANKRABEEMRMNEFHRE . BESRERBHAREH « ZERF
EFXFRES ZBERERMBHE . BHFBREREXN LK BERETA, B ZBE X FPRE,
BEHRERMBER. H5—HEeR T Bl « Z—ERPEXFENS 2 EER k65 .
Bz ERER AR, WEEK, B=RFRAREKER « 8 RFEXFERE, O F A BERE
B BB RER VAR R, R EHRTESS, FOEALES . RIOIGEIHHER,
SZ—-RELREHERBWER L B IBR 77~84 C, ERERMBAL . hik,. XX E%
FEXBMBED , RAHEBREAE. AR ZERFEXERGERMBESRERHH,
T4 R MR R e .

1 RuiIg
1.1 &R e-=RAPEXERNE AR TRILE

KOH,CHCl,
d —cHo + cret, 22 & S—CH(CCI)0H

CHCl, 4+ KOH — K*+ CCl; 4+ H,0
(8% CHCI, + KOH — KC| + H,0 + : CClp)
K++ CCl;y 4+ R'R,NX —= R'R;N « CCl, + KX
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{ >—cHO + RRN ocl, — {_H>—CH(CCIIONRR
g ¢ >—cHece1,)0H + R'R,NOH

CCl;y + K*+ R'R;NOH — R'R,NCCl; + KOH

1.2 SHRZ&BMOTHERTTEEHE
10

I
{ >—CH(CCL)OH + HC—C —0— C —CH,
2k Tale H(CCI)O0
e O—C (CCl;)OC(CH,)O + HAc
{ >—CH(CCIHO0H + Naae — ¢ _S—CH(CCI,YONa + HAc
 H>—CH(CCI)ONa + RR;NX —— ¢ “S>—CH(CCIONRR' + NaX

1
 >—CH(CCIDONRR' + HC—C —0— C —CH,

— O—CH(CCI;) — OC(CH,)O + R'R,NOC(CH,)O
R'R;NOC(CH;)O 4 NaX == R'R;NX + NaAc

2 SCIEERM

2.1 WIS

2.1.1 &K#¥ FHECP); EiAR); S (AR); TKZE(CP); ZHE (AR); X
KZEH(AR) ; KB (AR); BREEEM (AR); HEBELH PTC 4* (B HD.

2.1.2 B PE-983 BRI #M61%{L (£E); PE 240C Elemental Analysis (32 ); Varian
FT-80(A) BREIRN(EE); X, B B HUS AW B LR IEALERT).

2.2 ERHAEZEHEE

2.2.1 a-Z&RFPEFREGLA T 14H250mL =FEMF,MA33. 6 g KOH, 40 mL
H,O, 60 mL CHCL,#1£) 0. 02 mol PTC 4*. ¥ bRt . B & T MEHB N B FIKEP,
HEHBES . UHNBMEE-3CH, BRI 42.2g XFEM 38.8 g CHCLIE &, W5
WISHER 0 C, KRNI 8h. RNSEHR,MA 80 mL WK/K, AR Z HEA T4,
FEEHEEEL0 C UTHHHEE pH=7.0 it . FEEHKE AEEZBER, §HT
BURE ALK Na,SO, FHRIEE . BXEM, A IBERERZE, T400Pa, #s8 128~130
C T, BALEE A 37~38 C, BRI E 57 %~60 %.

2.2.2 aZfRTEFRBUGLER FYRANMNIELEEWMT: OH # 3439em™'(s); F
BEC-H#E3032cm™; FHEHEC=CH160lcm™?, 1492cm ™, 1451em™?; C—0O %
H1062cm™(s); EHFABAN 746 cm™(s), 699 cm ' (s); —CClL;# C—Cl B4 646
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cm ' (s), 604 cm™!(s), R SCER 2JiCEREA —H AL TR, HIIBINHNZH N - Z8RF R
TR .

2.2.3 a-ZfRPEFRBUHEGSAR £ 1M100mL ZFMPIELEHESMA 20g o-=
FRBEEFFEER 10mL BRE, TAKZEME PTC 4% &4 0. 00888 mol , ZEHLBEABETE T 1N
MEF 5h, BEHNM0C EL - REZHE . AEZR . EREWHA KPR, R
BABTK EXREERKTE . 2MEE . BREBBEERKE 1~28. 87 RE2THRE,
FEIOWULE. HFERAE 70 % ZEBEERNRES S, G B6RE, EZTH.MESHN
87.5~88 C, =#76 %~80 %.

2.2.4 ZRRPETREBUHRENLR FREMTHBRESH, YRLIMDCEM SR

(1) BREAMT NBAEFIRE 0.3 %): LR{H CH 44.39 %, H 43.09 %; Hi{ C
4 44.85 %, H 25 3.39 %.

(2) OHHIBEEXKBr EFE): FEEC—H X 2950cm™!; & C=0 f1 C—O—C 4}
1 751em™(s), 1224 em™'(s); HHAEFC=CH 1584cm™", 1488cm™", 1452cm™;
HEC—HZTHIEsIN 1369em™(s); C—O0—C(G) M C—C X 1084cm™!, 1057cm™},
1044 cm™, 1026 cm™; RXFHERMA C—H EHHAZMHIES N 750 cm™, 703 em™; —CCl &
C—Cl A 644 cm™!, 606 cm™:.

(3) HREILR LY E: PE.FT-80(A), TMS (& H,, CDCl, B/, SW—100Hz, WP—
1000Hz. ¥ 0=7.68~7.24(5H £EHig) AFF L EILIRIE; 6=6.37(1H BN HE M
#¥—CH, 8 LS8 3LRIE; 6=2.3~2.17(3H %)% —CH, & FE B 3tiEE .

UESHi 5L EHRIAREEWH—B, SN RATEEN . ZfRPEFXERZ
ESTE -

3 HEBRiT

(1) EREFRK o« WA EFRBE A R30I 2N 4 LA TEK Z 18 R 3] B e LS
BIAK S EAVE . BEZERFEEEMEEE R, FROEQRE . FH RSty
WL BRURRHER , AU TT K & 0 R 5 BB ok - AR BRI SK & L SR BB XY
BB AR HEAT IR SRR . B H— S HT REREG T T RS- R, WA FE
T -

(2) - ZFARFENERE ZREMHESREEER 90 % L) RITEEM CHCL AR
FE AR, A EEREIRB G R . S8E, YERIELZERF R KT HE, &
NEBIKZEE, PAEKREE GREN L, 8@ RE 2KZ TR G RORA . HELY
BARKBR, AL .

(3) JFOBE R 45 & BO & AL B A 46| PTC 4" AT EICE F A -

ARBPLS A BT D RAN B SR ET AR, LKl
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Synthesis of a-(Trichloro Methyl) Benzyl Acetate
by Phase Transfer Catalysis
Wang Guangwu® He Yingyong Ruan Fusheng®

(@ Dept. of Appl. Chem. , Huagiao Univ. , 362011,Quanzhou;

®@ Xiamen Food Products Factory, 3620005, Xiamen)

Abstract In synthesizing a-(Trichloro methyl) benzyl acetate and the main material-a-
(Trichloro methyl) benzyl alcohol ,the basic principle and method of phase transfer catalysis
were described. The influences of reaction time, mix ratio of raw materials, and the amount
of catalyst on the yield of a-(Trichloro methyl) benzyl acetate were studied. The better reac-
tion conditions were as follows: mix ratio (mol) of raw materials a-(Trichloro methyl) ben-
zyl alcohol and acetic oxide, 1 : 1. 2; reaction time, 5 h. A 76 % ~80% weight yield of a-
(Trichloro methyl) benzyl acetate was obtained when each of the phase transfer catalyst an-
hydrous sodium acetate and PTC 4% was in a dose of 10% «-(Trichloro methyl) benzyl alco-
hol mole number. The reaction mechanism was discussed as well.

Keywords phase transfer catalysis, synthesis, a-(Trichloro methyl) benzyl alcohol, a-

(Trichloro methyl) benzyl acetate



