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4% 4 Agilent DB-624 M % 35 £.4m % A, Bh AR WIBJE 2 200 °C, E0K M & F AL M 2208 % 4 250 °C, RA A SR A, AR H 3.0
ml/min, 238 A AL IR, BEAE T X A 5t R A 200 1, TR & B 4038 2 4 80 °C, “F 478t 18] 4 30 min, #EA£AF 18] 4 1 min, 4
R EZEEFMNT, TR FRE AARE AR RAFH B T8 T RN R 2R E &ML E ¥ % 0.02~0.8 mg/ml(r=0.999 8,
0.999 4) 45 % & A Z N FH X RSD<3%, LB | F 3K 44 dnAf =D % 55 24 95.50% ~103.50% .96.919% ~103.74% ,RSD
DA 26% .2.2%(n=9), it EA kMR R EH, TR T RRIEEY RAS T LB FREGZ ML,

KR MEEmMETAMEE R BEOREE R RGN T TR
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Determination of Ethanol and Toluene Residual Solvent in Diphenhydramine Hydrochloride Raw Materia by
Headspace Capillary Gas Chromatography

TAN Xuehui', QI Qiulan’, LIU Guogiang®, FU Yinghua®(1.Nanxun District People’s Hospital of Huzhou, Zheji-
ang Huzhou 313009, China;2.College of Medicine, Jiaxing University, Zhejiang Jiaxing 314001, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of residual solvent of ethanol and toluene in diphenhydr-
amine hydrochloride raw material. METHODS: Headspace capillary gas charmatography and butanone as internal standard were
used. The column was Agilent DB-624 capillary column, inlet temperature was 200 °C , hydrogen flame ionization detector was
250 C,

20:1, the containers of headspace injector were in equilibrium at 80 °C for 30 min, and the injection time was 1 min. RESULTS:

the carried gas was high purity nitrogen, flow rate was 3.0 ml/min with temperature programmed, the splitting-ratio was

With this chromatographic condition, ethanol, toluene and internal standard peak were well separated; there was a good linear rela-
tionship of ethanol and toluene in the range of 0.02-0.8 mg/ml (+=0.999 8 and »=0.999 4); RSDs of precision and stability test
were lower than 3% ; recoveries were 95.50%-103.50% (RSD=2.6% ,n=9) and 96.91%-103.74% (RSD=2.2% ,n=9). CON-
CLUSIONS: The method is simple, sensitive and accurate, and can be used for the determination of residual solvent of ethanol
and toluene in diphenhydramine hydrochloride raw material.

KEYWORDS Headspace capillary gas charmatography; Diphenhydramine hydrochloride raw material; Residual solvent; Etha-

nol; Toluene
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2.1 BEFGS5RSEERMKRE

G : Agilent DB-624 S0PE A 9 B AN FE (B1E WM 6%
TN HERIE-94 9% ] — H HLAE A, 30 mx0.535 mmx3.00 pum)
FEIR B2 THIR , B A TR 70 °C , 4%4% 6 min, 311 20 °C/min
IR %150 °CAR45F5 min; A : mAAR, ik : 3.0 ml/min;
HERE PR : 200 °C 3 FID K I 387U : 250 °C 5 BERE 20 433
HERE, Z U b £ 20 0 15 T0028 S 5 < 80 °C ; P 1] < 30 miin;
PEFEIHE] : 1 min, 7E_FREISESAMT , LB RS AR T R
W7y 8 RT3 FE X > 1.5, BRI ARCEL 43 ) R 16 932 .26 160,
207 182, gL 1,
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Fig1l GC chromatograms
A.blank solution; B. mixed standard solution; C.test sample solution; 1.
ethanol; 2.butanone (internal standard) ; 3.toluene; 4.N, N-dimethylfor-

mamide
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PRI 2 mg/ml VTR, VR N ARIE AR RGP ARIE
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ZFEH 0.5 pg/ml HZRA 0.1 png/mls HefE ML R 10 1315 e &t
R, 15 2R 1.8 pg/ml 8k 0.3 pg/ml.
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F1 EFERKRRELER (n=9)
Tab 1 Results of recovery test(n=9)

T W W W O W
il 1, mg mg mg EN %, % %
LK 0 04000 03890 97.25 99.9 26

0 04000 03950 98.75

0 04000 0.3820 95.50

0 0.5000 0.5010 10020

0 0.5000 04910 98.20

0 0.5000 0.5090 101.80

0 0.600 0 06130 102.17

0 0.600 0 0.6210 103.50

0 0.600 0 0.608 0 10133
A 0 00713 0.070 6 99.02 1003 22

0 00713 0.069 8 97.90

0 0.0713 0.069 1 96.91

0 0.089 1 0.0899 100.90

0 0.089 1 0.0902 10123

0 0.089 1 0.0910 102.13

0 0.1070 0.1110 103.74

0 0.1070 0.106 0 99.07

0 0.1070 0.1090 101.87

R2 HERPEBAFMNESER(n=3,%)

Tab 2 Determination results of residual solvent in samples

(n=3, %)
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