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Determination of Residual Methylbenzene in Perphenazine and Fluphenazine Hydrochloride by Capillary GC
LIU Hui-ying, TENG Huai-feng(Liaoning Institute for Drug Control, Shenyang 110023, China)

ABSTRACT OBJECTIVE: To establish the method for simultaneous determination of residual methylbenzene in perphenazine
and perphenazine hydrochloride. METHODS: Capillary GC method was adopted. HP-5 capillary column was used with the column
temperature of 50 °C. Using N, as carrier gas, FID was used as detector with temperature of 250 °C. The temperature of injector
was 200 “C and split ratio was 10: 1. Using dimethyl sulfoxide as solvent and isooctane as internal standard, the content of residual
methylbenzene was calculated by internal standard method. RESULTS: The linear range of methylbenzene was 9.266 -111.192 pg/ml
(r=0.999 4); the limits of detection and quantitation were 0.593 pg/ml and 1.464 pg/ml; RSDs of precision, stability and repro-
ducibility tests were all lower than 5.79%. Average recovery of perphenazine and perphenazine hydrochloride were 104.77% (RSD =
3.39% , n=9)and 108.31% (RSD=1.09% , n=9), respectively. The contents of residual methylbenzene in 3 batches of perphen-
azine or perphenazine hydrochloride were all within the standard limit. CONCLUSIONS: The method is accurate and reliable, and
can be used for the determination of residual methylbenzene in perphenazine and perphenazine hydrochloride.
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Fig 1 Capillary GC
A. blank solvent; B. perphenazine solution without internal standard; C.
perphenazine hydrochloride solution without internal standard; D. sub-
stance control; E. perphenazine solution; F. perphenazine hydrochloride
solution; a. isooctane; b. methylbenzene
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T SR IANFRER L ml, 3 —41. 23R mA“2.2.17
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®1 BNHEBNERKRAELER (n=9)

Tab 1 Results of recovery tests of perphenazine(n=9)
B, MAGE, MR, ORERINCR, PIGMEERIECER, RSD,
mg mg mg % % %

0.748 0 99.16
0.767 7 101.81
0.756 5 100.30
0.989 6 105.39
0.999 4 106.45 104.77 3.39

Ei]

fKHE 0.01296 0.7413
MRS 0.01296  0.7413
W 001298 07413
kIE 001302 0.926 6
Tk 0.01307  0.926 6
hYE 001304 09266  0.9852 104.92
B 001316 11119 12202 108.56
W 001314 11119 12143 108.03
EWEE 001312 L1119 12172 108.29

R2 HBREEIHFMEOKERREER(n=9)

Tab 2 Results of recovery tests of perphenazine hydrochlo-

ride(n=9)
g PTEEL WAGE, BURHEE, DEEENCR, CFEMFERMCE, RSD,
mg mg mg % % %
ik o 07413 0.806 0 108.73
flRkE 0 07413 0.8092 109.16
ko 07413 08140 109.81
RE 0 0.9266  0.9880 106.63
Tk 0 09266 09845 106.25 108.31 1.09
hRE 0 09266  0.999 6 107.88
EWE 0 11119 12088 108.71
EWkE 0 L1119 12131 109.10
mE 0 L1119 12062 108.48
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Tab 3 Determination of residual methylbenzene in perphen-
azine and perphenazine hydrochloride(n=3)

FEA AR it Prbfat g G, % wE, %
FAIkT 20120401 1.007 5 0.001
20120402 0.9850 0.001 0.001
20120403 0.9853 0.001
HEREA I 20120301 1.008 6 0
20120302 0.996 7 0 0
20120303 0.9790 0
3 ITig
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FH 20 22 A9 DMSO E R 0] o ZEAR S 2 45 o, Al B AT i
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