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Simultaneous Residual Determination of Two Organic Solvents in Bisacodyl Raw Material by Head-space
GC

JIANG Jianguo, SUN Ting, GUO Yonghui, HAN Xuejing, MIAO Huijuan(Hebei Institute for Drug Control, Shiji-
azhuang 050011, China)

ABSTRACT OBJECTIVE: To establish a method for simultaneous residual determination of dichloromethane and ethyl acetate in
bisacodyl raw material. METHODS: Head-space GC was performed on the capillary column of 6% cyanopropyl phenyl-94% di-
methyl polysiloxane (DB-624) by temperature programming, the temperature of injector was 220 °C, detector was flame ionization
detector with temperature of 250 °C, carrier gas was high purity nitrogen with the flow rate of 3.0 ml/min, split ration was 1:10,
headspace heating temperature was 70 °C, equilibration time was 30 min, volume of headspace vial was 5 ml, and the injection
volume was 1 ml. RESULTS: The linear range was 6-120 pg/ml for dichloromethane (#=0.999 9) and 50-1 000 pg/ml for ethyl ac-
etate (#=0.999 9); the limit of quantitation was 0.2, 1.7 ug, limit of detection was 0.06, 0.5 pg; RSDs of precision, stability and
reproducibility tests were no higher than 3% ; recoveries were 100.30%-102.00% (RSD=0.63% ,n=9) and 100.10 %-101.30%
(RSD=0.44% ,n=9). CONCLUSIONS: The method is simple and accurate, and can be used for the simultaneous residual deter-
mination of dichloromethane and ethyl acetate in bisacodyl raw material.
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A.blank control; B.nixed reference substance; C. test sample; 1.dichloro-

methane; 2.thyl acetate
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Tab 1 Results of recovery tests(n=9)

T Wb, REeEE, WA, WEEL, O JOEEMC OBINE RSD,
A mg mg mg mg 2% g% %
ZARG 5000000 0.1500 02700 04254 102.00 10002 0.63

500.000 0 0.1500 02700 04237 10137

500.000 0 0.150 0 02700 04246 101.70

500.000 0 0.1500 03000 04518 100.60

500.000 0 0.1500 03000 04541 101.37

500.000 0 0.1500 0.3000 04523 100.77

500.000 0 0.1500 03300 0480 5 101.52

500.000 0 0.1500 03300 04829 100.88

500.000 0 0.150 0 03300 04810 100.30
L 500.000 0 0.100 0 22500 23770 101.20 100.81 044

500.000 0 0.1000 22500 23657 100.70

500.000 0 0.1000 22500 23702 100.90

500.000 0 0.1000 2.5000 26275 101.10

500.000 0 0.1000 25000 26325 10130

500.000 0 0.1000 2.5000 26300 101.20

500.000 0 0.1000 27500 2.806 5 100.60

500.000 0 0.1000 27500 28527 100.10

500.000 0 0.100 0 27500 28555 100.20
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# E R.AIFRNNTARITEEETENSDEENT k, 7k KA SRRME L. G4 A Inertsil ODS-3, A3
FaH THE-K(49:51, V1Y), ik 4 1.0 ml/min, %0 9% ¥ % 320 nm, A8 4 30 C,#HFH 20 ul, &R RTE FRAA LS
SRR O BE )3 B B A BB R TS 9 %) 4 5.16~206.4 pg/ml(r=0.999 9) ,37.40~1 495.89 pg/ml(»=0.999 9) ,9.95~
318.34 pg/ml(r=0.999 9) ;4555 . AA T M T H X IE 69 RSD<3.0% ; AnAf =l %2 %] 4 96.05% ~103.19% (RSD=2.18 % ,n=
9).96.90% ~103.09% (RSD=2.07% ,n=9) ,95.50% ~103.57% (RSD=2.15% ,n=9) . %t %% FRM 2, HEE LTk,
THMESF, TA TRk PH 2 F ST R AN,

KR B RAT R AT L, AR FEE S IR B A2 HRURM Gk

Simultaneous Determination of Coumarin Compounds in Yifu Pill by HPLC

LI Xiaoling', DIAO Juanjuan®, LI Xinxia’(1.Dept. of Pharmacy, the Second Affiliated Hospital of Xinjiang Medi-
cal University, Urumgqi 830028, China; 2.Analysis and Testing Center of Central Laboratory, Xinjiang Medical
University, Urumgi 830011, China)

ABSTRACT OBIJECTIVE: To establish a method for the simultaneous determination of coumarin compounds in Yifu pill. METH-
ODS: HPLC was performed on the column of Inertsil ODS-3 with mobile phase of acetonitrile-water (49 : 51, V/V) at a flow rate
was 1.0 ml/min, the detection wavelength was 320 nm, column temperature was 30 “C, injection volume was 20 pl. RESULTS:
The linear range was 5.16-206.4 pg/ml for osthole (7=10.999 9) , 37.40-1 495.89 pg/ml for isoimperatorin ( 7 = 0.999 9) and 9.95-
318.34 pg/ml for columbianadin (»=0.999 9); RSDs of precision, stability and reproducibility tests were lower than 3.0% ; recov-
eries were 96.05% -103.19% (RSD=2.18% , n=9) for osthole, 96.90% -103.09% (RSD=2.07% , n=9) for isoimperatorin,
95.50%-103.57% (RSD=2.15% ,n=9) for columbianadin. CONCLUSIONS: The method is simple with good precision, stability
and reproducibility, and can be used for the simultaneous determination of coumarin compounds in Yifu pill.

KEYWORDS Yifu pill; Osthole; Isoimperatorin; Columbianadin; Content determination; HPLC
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