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Determination of Residual Solvents in Decitabine for Injection by Capillary GC
ZHAO Ying-chun (Jiangsu Provincial Xuzhou Pharmaceutical Vocational College, Jiangsu Xuzhou 221116, Chi-
na)

ABSTRACT OBJECTIVE: To establish a method for determining residual solvents in Decitabine for injection. METHODS: Cap-
illary GC method was adopted, and the contents of residual solvents were calculated by internal standard method. The column was
capillary column Agilent DB-624, flame ionization detector was used with the temperature of 280 “C by temperature programming,
and the temperature of injector was 230 °C, nitrogen was used as the carrier gas, flow rate was 1.5 ml/min and the split ratio was
50:1,direct injection was used, and the sample size was 1 pl. RESULTS: The linear range was 0.100 3-2.507 mg/ml for ethanol ,
0.101 3-2.532 mg/ml for ether, 0.102 2-2.556 mg/ml for isopropanol, 0.008 3-0.207 8 mg/ml for acetonitrile, 0.012 4-0.309 3 mg/
ml for methylene chloride, 0.014 8-0.369 4 mg/ml for tetrahydrofuran, 0.078 1-1.953 mg/ml for cyclohexane, 0.024 9-1.250 mg/ml
for toluene and 0.017 6-0.440 9 mg/ml for N, N-dimethylformamide (#=0.999 2); RSDs of precision and reproducibility tests were
lower than 2% ; recovery was 96.70%-101.60% (RSD was 0.59%-1.82% ,n=9). CONCLUSIONS: The method is simple, accurate
and reproducible and suitable for determining the residual solvents in Decitabine for injection.

KEYWORDS Decitabine for injection; Residual solvents; Capillary GC
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Fig1 Capillary GC chromatograms

A.reference substance; B.internal standard solution; C.test sample solu-
tion; 1.ethanol; 2.diethyl ether; 3.tetrahydrofuran; 4.acetonitrile ; 5.dichlor-
methane; 6.ethyl acetate; 7.tetramethyleneoxide; 8.cyclohexane; 9.tolu-
ene; 10.DMF;11.DMSO
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Tab 1 Regression equation and linear ranges

FEllR BN r LIEE , mg/ml
L y=3772 200,034 6 09998 0.100 3~2.507
Lk y=3.850 1x—0.121 6 09993 0.1013~2532
SR y=4110 50,1543 09992 0.1022~2.556
LI y=1.789 6r—0.235 8 09992 0.008 3~0.2078
ZRH y=0.755 4x=0.000 4 09997 0.0124~03093
U y=3.348 5x—0.009 7 09998 0014 8~0369 4
ek y=3.789 6r—0235 8 09992 0.078 1~1.953
IES y=5408 T—0.1269 09994 0.0249~1250
DME y=3.053 51-0.0102 09998 0.0176~04409
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Tab 2 Results of recovery test(n=09)

N THMEEEICE, % HF9iEER RSD,
MR L FETYA . %

KB PRI BmEy W %
A 9848 99,81 9791 9873 099
Lt 96.96 97.84 98.04 9761 059
SHRRE 99.17 101.60 98.76 99.84 1.54
LI 97.15 96.70 9826 9737 082
ZARg 96.70 9899 9745 97.71 119
Ul 98.44 99.34 9173 9850 082
b 98.64 98.78 99.90 99.11 0.70
(b 10110 9821 97.78 99.03 182
DME 98.63 99.20 100.30 9938 085
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 E A AIREMNEERFEEANERR T LA E LA ERNS TN E, F ik R S0 EE- AT A
-3k Kk, AR Agilent Cg, H 148 4 0.25% =5 W AR B W ht- THE-0.5 mol/L #2842 (40:59: 1, V/V/V) ,#ik 4 1.0 ml/min,
Hoit % K A 365,220 nm, AR A 30 C, AT H 20 ulo 4R A FEF L E RN TR E LA B 4 %) 18.01~180.09,
6.02~60.24 pg/ml (#=0.999 5.0.999 8) ; #4 & F A& T M . & X 349 RSD<1% ; A 4 w1 & 5 5] % 98.65% ~100.01% .
98.929% ~100.20% ,RSD £ #1 # 0.47% .0.50% (n=9), %k :ZF kWIEE 0 B MWE FTAMIF SR EHTE, THTEHR
FE b E RN BRI,
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Simultaneous Determination of 2 Main Ingredients in Tobramycin and Dexamethasone Eye Drop by HPLC -
Column Derivatization-Dual Wavelength Method

TAI Shun-zhang', YUAN Bu-juan', GONG Ke-min®, ZHANG Ting-ting’ (1.Yancheng Institute for Drug Control,
Jiangsu Yancheng 224002, China; 2.Yancheng Health Vocational Technical College, Jiangsu Yancheng 224006,
China)

ABSTRACT OBIJECTIVE: To establish a method for the simultaneous determination of tobramycin and dexamethasone in Tobra-
mycin and dexamethasone eye drop. METHODS : HPLC-column derivatization-double wavelength method was performed on the col-
umn of Agilent C;s with mobile phase of 0.25% 3-hydroxymethyl aminomethane-acetonitrile-0.5 mol/L sulfuric acid(40:59: 1, V/V/
V) at flow rate of 1.0 ml/min, detection wavelength was 365 nm and 220 nm, column temperature was 30 °C, and the volume in-
jection was 20 pl. RESULTS: The linear range was 18.01-180.09 pg/ml for tobramycin(»=0.999 5) and 6.02-60.24 pg/ml for dexa-
methasone(7=0.999 8);RSDs of precision, stability and reproducibility tests were lower than 1% ;recoveries were 98.65%-100.01%
(RSD=0.47% ,n=9) and 98.92%-100.20% (RSD=0.50% ,n=9), respectively. CONCLUSIONS: The method is simple, time-sav-
ing, specific, reproducible, accurate and reliable, and can be used for the quality control of Tobramycin and dexamethasone eye

drop.
KEYWORDS Tobramycin; Dexamethasone; Tobramycin and dexamethasone eye drop; HPLC-column derivatization-double wa-
velength
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