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Graphite + K = CgK ——/ > PdC 6 (eq. 1)

Content of palladium: 31 % (cald. 35 %)
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Figure 1  Formation of ethyl cinnamate with Pd-Gr (0), with Pd-C (0J).
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Table. 1  Synthesis of Polycinnamamide with Palladium-Graphite3)

no. base time (h) yield(%)  Minh(dL gH)b)
1 tri-n-butylamine 4 90 0.25
2 tri-n-butylamine 20 95 0.90
3 tri-n-butylamine 40 95 0.95
4 triethylamine 20 85 0.30
5 BDMANC) 20 96 0.45
6 DBUY) 20 0 -
7 CH3COONa 20 0 -
8 Na2CO3 20 0 -

a) Polymerization was carried out with 1.25 mmol of bisacrylamide and 1.25 mmol
of diiodobenzene, 3.25 mmol of base and 1.25x10-2 mmol/Pd of Pd-Gr at 100 ©C
in DMF. b) Measured at a concentration of 0.5 g dL-1 in DMF at 30 OC. c)
BDMAN: 1,8-bis(dimethylamino)naphthalene. d) DBU: 1,8-diazabicyclo[5.4.0]-
7-undecene.
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Table. 2 Synthesis of Polycinnamamide with Palladium Catalystsa)

no. catalyst ligand time(h)  vield(%)  Muh(dL gH)P)
1 Pd-Gr - 4 90 0.25

2 Pd-Gr - 20 95 0.90

9 Pd-Gr PTol39) 20 0 0.81

10 Pd-C - 20 94 0.69

11 Pd(OAc)y  PTol3 4 97 1.26

12 Pd(OAc)2 - 4 0 -

a) Polymerization was carried out with 1.25 mmol of bisacrylamide and 1.25
mmol of diiodobenzene, 3.25 mmol of tributylamine and 1.25x10-2 mmol/Pd
b) Measured at a concentration of 0.5 g dL-1

of catalyst at 100 ©C in DMF.

in DMF at 30 OC. ©) PTol3; tritolylphosphine.
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Figure 2 Time dependence of Mw (O) and Mw / Mn ([0J) of

polycinnamamide formed with Pd-Gr.
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Figure 4. FE-SEM backscattered images of palladium -graphite; a), palladium coated active
carbon; b).

1) M. Yoneyama et al. Macromolecules, 22, 4148 (1989)

2) M. Jikei et al, Macromol. Rapid Commun., 15,979 (1994)

3) D. Sovoia et al. J Chem Soc, Chem. Comm. 540, 541 (1981)
4) D. Sovoia et al., Pure & Appl. Chem, 57, 1887 (1985)

19947





