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Determination of Residual Organic Solvents in Naltrexone Methylbromide by Capillary Gas
Chromatography

TENG Jingjing, LI Qing, JI Wei, BI Kaishun'(School of Pharmacy, Shenyang Pharmaceutical University, Shenyang
110016, China)

ABSTRACT: OBJECTIVE To establish a capillary GC method for the determination of residual organic solvents including
methylene chloride, acetone, methanol, methyl tert-butyl ether, ethyl acetate and toluene in naltrexone methylbromide.
METHODS The residual organic solvents were separated on DB-WAX capillary column (30.0 mx0.25 mm, 0.25 um). FID
was used as detector with a temperature of 250 C, and the inlet temperature was 240 °C. The carrier gas was nitrogen, and the
flow rate was 1.0 mL-min"". Column temperature was programmed set. RESULTS The six residual organic solvents consisting
of methyl tert-butyl ether, acetone, ethyl acetate, methanol, methylene chloride and toluene were completely separated, the
recovery rate and linear relationship were good, and three batches of samples coincided with the requirements. CONCLUSION
The method is simple, accurate, sensitive and reproducible, it can be used for the determination of the residual organic solvents in
naltrexone methylbromide.
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Figl GC chromatograms of residual organic solvents
A—control; B—sample; 1-methyl tert-butyl ether; 2—acetone; 3—ethyl
acetate; 4-methanol; 5-methylene chloride; 6—dichloromethane;
7—toluene; 8—solvent (N,N-dimethylformamide)
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Tab 1 Linear ranges and regression equations of the organic
solvents(n=5)

WRIR EIEp i r W /ug-mL™!
FHOE BT BL/F Y=11.69X-1.380X 1072 0.9955  5.000~300.0
7A i Y=10.25 X-1.420X 102 0.998 1 5.000~300.0
L% LT Y=8.20 X=5.500X 107> 0.995 0 15.00~300.0
Rl Y=6.799 X+6.200X 107 0.998 5 9.00~180.0
R Y=4.003 X+3.000X10™ 0.9904  15.00~36.00
FR Y=23.63 X-9.00X10™* 0.9985  3.600~53.40
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Tab 2 Determination results of three batches of samples
(n=5)
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