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Fig. 1
programming

Capillary supercritical fluid chromatograms of Triton X-100 at different detector temperatures by pressure

Pressure programmed from 200 atm to 400 atm at the rate of 5 atm/min after 5 min holding at 200 atm. The sample was
dissolved in dichloromethane 10.7% . Detector (FID) temperature was adjusted from 250°C up to 380°C. Fluid : CO,;
Oven temp. : 100°C ; Column : SB-Methyl-100 (6.5 mX50 pm i.d.)
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Fig. 2 Capillary supercritical fluid chromatograms
of Triton X-100 at different oven tempera-
tures by pressure programming
Column temperature was -adjusled stepwise from

60°C up to 170°C. Other conditions are as in
Fig. 1.
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Fig. 3 Capillary supercritical fluid chromatograms
of m-cresol novolak oligomer

Pressure programmed from 150 to 400 atm at the
rate of 5 atm/min after 10 min holding at 150 atm.
The sample is dissolved in pyridine. Column :
SB-Methyl-100 (3 mX50 um i.d.). Other condi-
tions are the same as in Fig. 1.
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Fig. 4 Capillary supercritical fluid chromatograms
of trimethylsilylated cresol novolak oligomer

Other conditions are the same as in Fig. 3.
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Fig. 5 FD spectrum of m-cresol novolak oligomers
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Fig. 6 Chemical structures of isomerides of m-
cresol novolak oligomers
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Polar oligomeric polymer analysis by capillary su-
per-critical fluid chromatography. Masashi Tacucut™
and Shozo Topa™ (*Application & Development
Laboratory, ABE Trading Co., Ltd., 2-30-5, Hakusan,
Bunkyo-ku, Tokyo 113; **Faculty of Agriculture, The
University of Tokyo, 1-1-1, Yayoi, Bunkyo-ku, Tokyo
113)

The analysis of the polar oligomers by capillary super-
critical fluid chromatography coupled with a flame
ionization dete¢tor (FID) is described. The mobile phase
was CO,. Column temperature was increased stepwise
from 60~ 170°C. A fused silica capillary column treated
with polydimethy siloxane (3 m, 6.5 m X 50 pm i.d.) was
connected to a frit restrictor (25cm X 50 pum id.).
Samples were successfully chromatographed using pres-
sure programming. Pressure was changed from 150 atm
up to 400 atm at the FID temperature of 350°C. A sur-
factant such as polyethylene glycol alkylphenyl ether
(Triton X-100) was analyzed at different column tem-
peratures. It was found that the retention time of dich-
loromethane and sample peaks moved toward different
directions as the temperature went up. The relative
standard deviation (R.S.D.) for retention time of THF
and Triton X-100 (14.3% ) were within 0.5% . The
R.S.D. for peak height of the highest peak of Triton
X-100 was 6.3% . We obtained good results for polar
oligomers such as m-cresol novolak resin by trimethylsilyl
derivatization. The several peaks corresponding to the
stereoisomers, as dimer, trimer, efc. inferred from FD-
MS, were observed separately in SFC.
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