28 4, 5 2 e Wk s 36 = Vol. 28, No . 2
20114 3 H Chinese Journal of Spectroscopy L abor atory March , 201 1

2, 4, 6= ( F W) 8] = KA & S R

. @
HWEE MER
IR AL b SR BEART A 3 5 P SRR P TS 5 80P 2000170 S5 500 27 5 411109)

AT RV U 28 PRS00 T A P AR S 5 00 R 2, 4, 6= A FRIE) i) —F1 3,
FIF FTIR.'H NMR.C NMR 5T BOu P4 M4 4 AT T 8 4E. LA — 3 i, = 30 S 7 1 s i ik
57.6% o
i) 2 R BRI AR
:0657. 2; 0657. 33 cA : 1004-8138(2011) 02-0595-03

1 5lE

Z FRPETTIRAE P — AR BB 1A B IR, TERE A0E DA R A JEE T RN,
FL N AR A BRAE R 22 A0 P mT DA 26 H VP2 7EER 25 ik Bkl B HLBIG AL IhEE AR} DA
J oy FARRES S AT A E K S A (L RS 20 LA i, AT AT DA SIS A7) J5i ) 2 AR 4 e 7
VIR e 2,4, 6——=(F2 F3E) ] — H RAVEN 2R A A W0 —Fh, TE BRI S BR 4800 A | SR 41 4k
NIE A5 4 ICHAE R Sk s 2 7 AR ) & v A EE IR AN . H AT, B AR A 8T
2, 4, 6—=(FH L) [H] = HIZR )G S RAER SCHRARGE o AR SOl K S S 30t /e, 3B T — % AT2H
R G R L2, 122 DAR] = R AR R 4R S5k}, S 28 SUH BE Ak IRBE 45 2, 4, 6—= (&0 45 7] =
FHOR, T 7E 156 R I T 2HL R VR A5 VA 75 v 5 0K RN AE F AR R 2, 4, 6——( IR FH &) ) —
2, SR TG ARG S 1F R KRR, BT AT R I 4% HY 2, 4, 6= (F5 W3 [A) 2%, IR0zt A it T T
JeERAE. A RS LK 1 s .
2 EZRIH
2.1

FT S-40 {8 B A4 21 40 1% 4% ( 36 BIO-RAD A7) ; BRUKER-400M Hz MY A% WL 9% A% ( Ffi
+: Bruker A7, CDCLs ¥, TMS A AR) ; X4 TR 5 5 o 5 4800 o I A3 bt 8 e A 384 PR
AT WEAN 0. 2mm {20 HF 254 BURER B (MR G140 0 7T

T R o0 oA 4. 286 7K 283K .

O E KA REZEE KBTI H (No. 30470388)

@ BRAN, FHL: (0) 13187321489; E-mail: lyb899@ 163. com

TR i BB E(1983—), 5, m & AT PR TN, BT L, 32 38 RS 40 ML 18] 44 108 ot 78 T4 .
MIEFR(1944—) , 55, WIRg B B RE TN, 0%, T ZNFREHHE D& it 7o AR

SRR Y 201102054184 4 57 Bl k20 620741 8



596 i S5 = %528 %

HCL(HCHO I
I e o Naoe
A H,S80,ZnCl, HOAc,Ac,0
1 cl
)O\ /Z 2
© 0 NaOH HO OH
CH,OH
0
O)\ HO
3 4
K1 AR
2.2 2,4,6- ( )

2.2.1 2,4, 6-=( AF &) ] —F K(2) 49

B B B SRS N AR B TG 250m L DY EO A AR Ol ATE KSR A 152(0. 11mol)
80% H250+ 60m L VKE % 30mL % K 18¢(0. 6mol) « A= FIZK 10. 6g(0. Imol) ~ L 4E 60mL,
T RIZE I PR N o S BRI BRR S8 AR TG K SV, Sh 5 PR 22 45°C 4R 4L
SR 10h, FffE FHEZE 70°C B 12h( R T LC BREAS I N , 521k, B AR 2158 =5, i g
13 B, 788 7KK i 45 [ R4 o0 ik 22 b 1, PR Ao I EL A o, DT RS B AR S
2(19.85g, 7% 78. 9%) o
2.2.2 2,4, 6-=(LEBLAT A) 18] =F K(3) 69 &%

£ 100m L = FH A, AR 6. 3g( 0. 025mol) 2, 4, 6-=( S H &) /8] — HI%, 12. 3g( 0. 15mol)
ToIK RN 100m L UK R SmL BEEF, InF R 12h, 452 0 d, BSR4 503 500, 76 (0 Bk
PUHE N, B SRR BN B 200m L UK 7K (R b, LA R B R R AR AT H, g, JE0F
P 780K pes: B I, RO e 458, B, 15 8 BEHIRG K 3(6. 72, 7% 83.5%) «
2.2.3 2,4, 6-=(HF &) A ZF RK(4) 495 M

7E 250mL = A, ARIKINN 4. 83g(0. 015mol) 2, 4, 6-=( Z.Fk % FF3E) 18] — 2K 140mL H
%, 20% (1) NaOH /K¥ 7 35m L, Sy Ii#% Bl 10h, 15 100034, EAR 215 =i, I A4 BHA N H,
FH 3 e B A AR T 4 PP, 78 RRR 2 FREE RIOK, R A 100m 1, B 73 3 IR AEER, & JFAE L
T, I 75 TR BR 2 WS, TS AR A CH2Cle 15 BE, £ BEE 45 &, B 2T 145 B8 6 BRCR Sk 4
(2.57g, 7" 87.4%) o LAE = HRTE, =20 R WE 57. 6% .
3 4R 5
3.1

2:m.p. 118—119°C; IR(KBr, v em™ '):3035(Ph—H), 2973, 2879, 1608, 1568, 1474, 1457, 1266
(—CH=Cl), 710(C—Cl); 'H NM R( 400M Hz, CDC13) & 7. 29(s, I1H, PhH), 4. 71(s, 4H, CH2Cl) , 4. 61
(s,2H, CH2Cl) , 2. 50(s, 6H, CH3) ; °C NMR( 400M Hz, CDC13) &: 137. 81, 136. 22, 134. 13, 131. 98,
44.89( CH2Cl), 40.89( CH2Cl), 14. 77( ArCH3) »

3m.p. 78—79C; IR (KBr, v em™ '): 2982, 2964, 2938, 1736(C =0) , 1611, 1457, 1437, 1383,
1249, 1027, 961, 905, 830,753; '"H NMR ( 400M Hz, CDC13) &: 7.35(s, H, ArH), 5. 27( s, 2H, CH2),
5. 13(s, 4H,; CH>)', 2/37(¢ 6H ArCH5) 2010 (8 6H, CHy) L '2°08(s, 3H, CHY) .
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4 m.p. 181—182°C; IR(KBr, v em™ ') : 3297( OH), 2965, 2907, 1602, 1574, 1447, 1361, 1086,
1001, 899, 823, 769, 671; 'H NMR( 400M Hz, ds-DMSO) & 7. 27 (s, 1H, ArH), 4. 93 (s, 2H, OH),
4.65(s, H,0H), 4.51 (s, 2H, CHz), 4. 45 (s,4H, CHz2), 2.25 (s, 6H, ArCH3); "C NMR (400M Hz,
ds-DMS0) & 138.21, 137. 40, 133.73, 126. 60, 62. 42( CH20H) , 57. 73( CH20H) , 14. 44( ArCH3)
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Synthesis and Characterization of 2, 4, 6-Tri( Hydroxymethyl) -m—Xylene

HE Zhong—Yu LIN Yuan-Bin
(College of Chemistry » Key Laboratory of Emironmentally Friendly Chemistry and A pp lication of Ministry of E ducation,
Xiangtan Univer sity , X iangtan, H unan 411105, P. R . C hina)

Abstract 2, 4, 6+ri ( hydroxymethyl) -n—~xylene was prepared from m—=ylene via
chloromethylation, esterification and hydrolysis. T he structure of the compound was confirmed by
FTIR, 'H NMR and "C NMR etc. The overall yield was 57.6% .

Key words m—Xylene; Chloromethylation; Hydrox ymethyl; Synthesis



