424 -

Drug Evaluation Research Vol.33 No.6 December 2010

M= SEeILENER R E (IC162) FXFLIEE AT B

FEZE ", RE 2,

\ 1 > 1 =T 1%
o, e uhE e, o

1 REZPIF SR, T 25 R TRESEI =, RE 300193;
2 R ZN AT R AR, RKE: 300193

B E B8 @rBnE T 9 MO IR AN IR M I ik 75k SR DU #ERE R0 U (i, (ailbhE

4 HP-INNOWAX BN H (30.0 mX0.25 mmX0.25 um); FEiR (FFEFHE): 50 CHERE S min, L 8°C/min [FF
IR THR A 220 C, B4R S ming FEFE IR 250 °C; FID Ml #8355 250 C; 1% HEE 0.1 mol/L H4A Mk
WK EIRA T, AN EA, HRFRE 1.0 mL/min, JER AT e P IECkE. K. B, S8 2K, X H
By RO ZCEEER TOREZE IET R 9 ORI B AN RIR R R, SR KB RRY, r=
0.990 7~0.999 4, RSD /T 8.3%, 9 FAFINIFIIRIAER 77.1% ~105.4%, L RSD<6.0%. £Hit: Z%Ji
LB R DR, RBUS R, AERELE, AT B ny bz KU RS ML 5k B S e Tk

KR KA IE A AR B DO EIEE; BT RE

FESES: R927.11

XERFRERS: A NERS: 1674-6376 (2010) 06-0424—04
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Abstract Objective: To establish a method for detecting the nine kinds of organic solvent residues of macroporous resin in IC162.

Methods: Headspace capillary gas chromatography with HP-INNOWAX column (30.0 m x 0.25 mm x 0.25 pm) was used
to determine the residues of macroporous resin in IC162; The initial temperature of column temperature program was 50°C
(holding for 5 min),

injector and FID detector temperatures were 250 °C; Solvent media was 1% methanol with 0.1 mol/L sodium hydroxide

then elevating to 220 °C with the increasing rate of 8 °C/min (holding for another 5 min); Both the

solution and the carrier gas was nitrogen; Flow velocity was 1.0 mL/min, nine kinds of organic solvent residues of
macroporous resin in IC162 were detected, such as n-hexane, benzene, methylbenzene, o-xylene, p-xylene, styrene,
diethylbenzene, divinylbenzene, and dodecanetotal. Results: There was a good linearity of headspace gas chromatographic
method (» = 0.990 7 — 0.999 4), the RSDs of precision were all less than 8.3%. The average recoveries of the nine residues
were in the range of 77.1% — 105.4% and their RSDs were all less than 6.0%. Conclusion: The method is simple, accurate,

and sensitive. It can be used for the detection of organic solvent residues of macroporous resin in IC162.

Key words organic solvent residues of macroporous resin; headspace gas chromatography; IC162
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Table 1 Regressive equation and linear range of organic solvent residues
gl EVEREE Lk (ugmL ) r
Eok Y=-7.933 5+10.121X 0.393~15.720 0.990 7
P/S Y=-1.121426.124X 0.036 4~1.456 0.998 8
PN Y=-9.809 6+22.792X 0.398 4~15.934 0.999 3
X HIR Y=-6.345 9+19.377X 0.344 0~13.760 0.999 4
AR HR Y=-4.629 9+19.408X 0.3512~14.048 0.9992
KL Y=-2.393 8+19.328X 0.395 6~15.824 0.997 3
VAT N Y=-1.357 2+13.243X 0.3612~14.448 0.996 6
VAV (E S Y=1.235 7+11.898X 0.385 6~~15.422 0.9919
g Y=-4.182 5+6.0807X 0.389 5~15.579 0.950 8

2.5 [l

FRECBT 0] 7 5 29 250 mg, 35 6 4y, FEHEFRE,
Sy 25 mL T, RSB43 5 1E O
ARy HOR R, ALK, RKOM. SOk
KN OIRATE T e 1.965.0.182.1.992,
1.720. 1.756. 1.978. 1.806. 1.928. 1.947 pg/mL
1) 1% HEE 0.1 mol/L ZEAB/KIAH 5 mL, #
RALE, & BIR S AHE, PLAMRETHE ]
W, R 2,

R2 BHBEFZRERKE (n=6)

Table 2 Recoveries of organic solvent residues
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Table 3 Minimum detection limit

HH S IR /% RSD/%
1ok 104.57 1.30
S 101.16 3.49
SIS 91.19 3.20
o I 92.41 5.33
RIIEEES 81.44 2.36
I 78.84 2.19
TLHE 77.41 4.50
Ay S 77.15 4.29
B+ 104.82 3.75

il Jpe/ MR H TR BE/ (pgrmL™)
IE bt 0.0786
* 0.0182
CiFS 0.0398
Xof HIZR 0.0482
AR 0.0351
KL 0.0396
TLHER 0.0722
TR 0.0540
E+ =k 0.0779
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