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Determination of Residual Dichloromethan in Fluoxetine by GC

LIU Xiuying, ZHENG Shijun, WANG Yumei, CHEN Jianzheng, ZHANG Guisen(Nhwa Pharma Corporation,
Xuzhou 221007, China)

ABSTRACT: OBJECTIVE To detect the residue dichloromethane in fluoxetine by gas chromatography(GC). METHODS
Residue dichloromethane in fluoxetine was detected by GC with DB-624 column(30 mx0.53 mm), ECD detector and nitrogen as
carrier gas(0.05 MPa). Injector and detector temperatures was set at 150 and 300 C respectively. Column temperature was
programmed set. Injection volume was 1 pL and the split ratio was 1 : 20. RESULTS Dichloromethane showed a good linear
relationship in the range of 5.96~71.55 pg:mL™'(r=0.999 6), the residue dichloromethane in three batches of samples coincided
with the requirements(<0.06%). CONCLUSION  Gas chromatography(GC) is simple, accurate, sensitive. It can be used for the
determination of dichloromethane in fluoxetine.
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Tab 2 Results of recovery

R B W 2.2 7 T [R50 SRS, dE <217
TR S A ERE 6 I, BRI 1 uL, TR B,
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Tab 1 Result of precisions of dichloromethane

W ¥ /ug-mL™! H P K % % RSD/% H )RS 25 B /%
19.2 6.48 7.67
24.0 7.05 8.14
28.8 6.89 8.33
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mL gmL AR B it /ug-mL pgmL™ pgmL™ 2%

0.401 9 10 0.040 19 0.88 11.97 12.01 92.30

0.404 8 10 0.040 48 0.89 12.21 12.01 94.24

0.402 2 10 0.040 22 0.88 12.04 12.01 92.84

0.404 0 10 0.040 40 0.89 25.17 24.02 101.09

0.403 1 10 0.040 31 0.89 24.12 24.02 96.71 96.82 0.064 8 6.69
0.402 5 10 0.040 25 0.89 24.63 24.02 98.84

0.3956 10 0.039 56 0.87 33.32 36.00 90.15

0.4013 10 0.040 13 0.88 41.07 36.03 111.53

0.404 6 10 0.040 46 0.89 34.64 36.03 93.68
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Tab 3 Determination results of dichloromethane in fluoxe-
tine(n=2)

SRR %
fite
ECD #&J #% FID £l 2%
20091001 0.002 4 KA
20091002 0.001 1 KA
20091003 0.002 1 KA
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Tab 3 The testing result of three batches of tacrolimus capsule

VAL H W b A 51 LR 52 HERE 553 HERE
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FRLE A+1.80S<15.0 2.0 1.5 1.1
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i <0.5% 0 0 0
WHIEE(100 mL 7K, 100 rmin”', 45 min) =75% 93.2% 92.2% 91.6%
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