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@ 150 ~200m?/g) AT RAL TI P28 ; BALE UK & Bk o Bl 8 g8
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X ; XSAMB800 Bl £ That & m 514X .
1.2 g R EEAER 4-E -6, 7-HFREEENRECE (SI-ES) SR
XA M FEAEEN 250mL &M T, MASHE ZEILE 5.0g, FF 120mL, ¥
B O.5hEA, A 7.0 »-Q2, 3 FRAEE)FE=FREFER, BIFHH 48h, H
WA 30mL ZRIEK, ke E BB 48h. ¥ H), 38, B ARMKER XK. T 200C/26Pa T
MR Sh, BFRE, FNMA%ER. BT 120C/26P TREEE, B EHEO A K 7.58. T
£ (%), C16.52,H2.97,56.55.
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ERSHEPTF 100C R 6h. B34, A 20mL /KM 1.1gNaHCO; 83 10min. 338, K
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Table 1  Effect of base on Heck arylation of styrene with iodobenzene*
Base Tri-n-butylamine Triethylamine N-Benzyldimethylamine Pyridine Aniline
Isolated yield( % ) 88 35 46 trace trace

* experimental conditions: SIFES-Pd(0) 2.7 X 10™? mmol: styrene 5.5 mmol; iodobenzene 5.0 mmel; amine 6mmoal; p-
xylene 0.5mL; T=100T ; ¢t =6h

2.2 £(0)RSHARNES

UELBARAEE S TR E TS RN EETROORS AR BN, &
ARF2. MELO)ESHARN 0.26% R, F ALK A WAEST, R 1,22
RZBHRIE 3% SN IE0)RESWHE, A ET BN PZENSE, TES
B, HER AR K.

Table 2 Effect of the amount of the catalyst on Heck arylation of styrene with iodobenzene”

Amoumnt of the catalyst{ mmol} 1.3x10°? 2.7x1072 4.0x10°2 5.4x10°2
Isolated vield( % ) 83 87 86 85

* experimental conditions; styrene 5. 5mmol; iodobenzene 5. Ommol; tri-=-butylamine 6mmol; p-Xylene 0. 5 mL; T =
10C;2=6h ’
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Table 3 Heck arylation of styrene and acrylic acid with aryl iodides catalyzed by Sil-ES-PA(0)

Aryl jodide Alkene Product M.P.{C) LiM.P.(U) Yield(%)"
CeHsI CeHsCH—CH, (E)-CyH;CH—CHCgH; 124 124031 88
CyH;l CH,==CHCO;H (E}-C¢HsCH—CHCO,H 131~132 132~133012) 29

4-CH,CgH, 1 CeHsCH=CH, (E)-4-CH,CeH, CH~=CHC, H; 118~119 120011 82
4-CH,CeH,I CH,—CHOQ,H (E)-4-CHyCeH,CH—CHCO, H 200201 198~19914) 8s

4-CiCgH, 1 CsH;CH—CH, {E)-4-CICgH,CH—CHCgH; 127-128 126~127! 87

4-CICsH, 1 CH—CHOO,K (E)-4-CIC¢H, CH=CHCO,H 249~250 249250024 %

4-CH;0CH,1  GeHsCH=—CH, {E)-4-CH,0CgH, CH—CHC4H; 134~135 134~1351 )|
4-CHO0CH, I CH,—CHOO;H (E}-4-CH,0CsH, CH=CHCO,H 173174 172~1730 ]
4NOGH,I  CH;CH—CH, {E)-4-NO,CeH,CH==CHC4H; 156157 157118 84
4NG,GH  CH,=~CHCO,H (E}-4-NO,CsH,CH—CHCO,H 286~ 287 288014 95
4-CHOC0CH,I  GH;CH—CH,  {E)-4-CH,000CsH, CH=—CHCH; 158~159 159~ 160015 86
4-CH;000CH,I  CH=CHCO,H  (E)-4-CH;000CsH, CH=CHCO,H 242~243 241 ~24201 89

* yield of isolated product based on aryl jodide
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Table 4 XPS data of the title complex(eV" )

Satnple Pdyys/z S, Si, Oy, Cl,
Pd Tape 335.5
PdCl, 338.3 199.2
Sil-ES 163.9 103.4 533.0
SHES-PA( 1) 337.5 163.7 103.4 533.0 199.9
Sil-ES-Pd(0) 337.3 163.6 103.4 533.0

# All relative to C;, =284.6 eV
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SYNTHESIS AND CATALYTIC CHARACTERISTICS OF
POLYSILOXANE-SUPPORTED THIIRANE
PALLADIUM(0) COMPLEX

CAI Mingzhong, XU Qu, SONG Caisheng
{ Department of Chemistry, Jiangzi Normal University, Nanchang  330027)

Abstract A fume silica-supported poly-4-oxa-6,7-epithioheptylsiloxane palladium (0)
complex was synthesized from 7-(2, 3-epithiopropoxy ) propyltrimethoxysilane and fume
silica via hydrolysis, followed by treatment with palladium chloride in acetone and then the
reduction with hydrazine hydrate in ethanol. [t was found that the title complex is an
efficient catalyst for Heck arylation of styrene and acrylic acid. When aryl iodides were used
as arylating reagents, the corresponding trans coupling products were obtained in high
yields. This polymeric palladium (0) catalyst is stable to air and can be reused without
noticeable loss of activity. Hence this paper presents a simple and practical stereo-selective
synthetic method for unsymmetrical trans-stilbenes and substituted trans-cinnamic acids.
Key words  Supported catalyst, Thiirane palladium (0) complex, Heck arylation, Sterec-
selective synthesis



