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Table 1. Preparation of amic acid silyl ester and imide oligomers by /n situ silylation method

Amic acid Imide oligomer®
Solvent {bp) silyl ester”

N> (dL/g) Mn®/10°  Mw?/10°  Mw/Mn
Tetrahydrofuran (66 C) 12 mL 0.18 45 6.9 1.52
1,4-Dioxane (101°C) 10 mL 0.16 43 6.5 1.51
Methy! ethyl ketone (80°C) 12 mL 0.21 52 89 1.69
Cyclohexanone (156°C) 8 mL 0.17 58 9.1 1.56
1-Acetoxy-2-methoxyethane (143°C) 8 mL 0.15 4.1 6.1 1.48
N-Methyl-2—pyrrolidone (202°C) 8§ mL 0.15 46 13 1.58

a) Polymerization was carried out with ODA (2.5 mmol), BAOFL (2.5 mmol), BSA (11 mmol), BPDA (4.0
mmol) and PEPA (2.0 mmol) in the solvent (8-12 mL).

b) Prepared by heating amic acid silyl ester oligomer at 250°C for 1 h. Calculated Mn value is 3300.

¢) Measured at a congentration of 0.5 g/dL in the solvent at 30°C.

d) Determined by GPC on the basis of polystyrene calibration in NMP.

Table £. Stability” of amic acid silyl ester oligomer solutions®

storing

Solvent (mL) temperature 1 day 1 week 1 month 2 months
Tetrahydrofuran (12) 5r(t; : : ﬁ 2
1,4-Dioxane (10) 5r(t> : : : ﬁ
Methyl ethyl ketone (12) 5r(t) : ﬁ i 2
Cyclohexanone (8) 5r(t) : g Z :
1-Acetoxy~2-methoxyethane (8) 5rct; : : i i
N-Methyl-2—pyrrolidone (8) sré : : : ﬁ

a) Appearance of the solution: h, homogeneous; g, gelation.
b) Prepared by the polymerizaition of ODA (2.5 mmol), BAOFL (2.5 mmo!), BSA (11 mmol), BPDA
(4.0 mmol) and PEPA (2.0 mmol) in the solvent.
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