Tt SR A0 T N S B A BT AR SRk 24 v 5 Fefrarke v )
BREIE & REE U ALHRRBA, A 510180)

FESES RI1T XHEERER A
DOI  10.6039/j.issn.1001-0408.2016.24.29

XEHS 1001-0408(2016)24-3408-03

W OE AWM. RanE AR TR RA SR L L A TR LR TE RS AR IEN Gk, ik R RS
HAatE gk, EiEAEA Agilent DB-624 £.40 8 42, 42 5 FHiR , #HAF 0B 4 200 °C, # i) B A SOKK B T B A n iR g A
250 °C,# A A RA, ARk 4 3 mU/min, AR X A R, 2R A 11, RS -FHRE 4 100 °C, T A ad 18] % 45 min, $HF %
Iml, ##IMFERTEZHN, SR SFHEGEAES AN BHAES B TA, B O AT LR B e N fi 2
WRE BT E A 24.7~296.3 ng/ml(r=0.999 6) . 1.9~23.2 ug/ml(»=0.999 0) ,2.8~33.6 pg/ml(+=0.998 0) ,24.7~295.9 pug/ml
(r=0.999 5) . 1.0~11.9 ug/ml(r=0.998 6) ; # 5 F . & 5 M X 569 RSD<4.35% ; mmAF w M F 551 4 102.4% ,102.1% ,105.5% .
100.3% .98.3% ,RSD 2~ #1 % 2.0% .3.4% .4.8% 4.8% .4.0% ; % % % % 0.304 4~0.988 0 pg/ml, %0 FE % 0.101 5~0.329 3 pg/ml.
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Determination of Five Residual Solvents in Vidarabine Monophosphate by Headspace Gas Chromatography
JIAO Xuwen,CHEN Hua, LIANG Weiyang(Guangdong Institute for Drug Control, Guangzhou 510180, China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of ethanol, acetonitrile, dichloromethane, ethyl acetate,
pyridine in vidarabine monophosphate. METHODS: Headspace GC was performed on the column of Agilent DB-624, programmed
temperature, inlet temperature was 200 °C, the detector was flame ionization detector, detecting temperature was.250 C , nitrogen
was carrier gas, flow rate was 3 ml/min, split ratio was 1:1, the top bottles equilibrium temperature was 100 “C}, and ‘equilibrium
time was 45 min, injection volume was 1 ml. external standard was used for quantitative analysismRESULTS :*The peaks of five re-
sidual solvents could be completely separated from the other peaks respectively, The dinear.rang was 24.7-296.3 pg/ml for ethanol
(r=0.999 6) .1.9-23.2 pg/ml for acetonitrile (»=0.999 0), 2.8-33.6 ug/ml for"dichloromethane (=0.998 0), 24.7-295.9 pg/ml for
ethyl acetate (#=0.999 5), 1.0-11.9 pg/ml for pyridine (»=0.998 6)53RSDs of precision and reproducibility tests were lower than
4.35% ;recoveries were 102.4% (RSD=2.0% ,n=9) .102.1% (RSD=38.4% ,71=9) .105.5% (RSD=4.8% ,n=9) .100.3% (RSD=4.8% ,
1n=9).98.3% (RSD=4.0% ,n=9). The minimum quantifation limit was 0.304 4-0.988 0 pg/ml and the minimum detection limit was
0.101 5-0.329 3 pg/ml. CONCLUSIONS i The method~is simple, accurate and reproducible, and can be used for the determination
of residual solvents in vidarabin€ monophosphate.

KEYWORDS Vidarabine monephosphate; Headspace GC; Residual solvent; Determination
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Fig1 GC chromatograms

A.mixed reference substance; B.test sample; C.blank control; \1.ethanol;
2.acetonitrile; 3.dichloromethane ; 4.ethyl acetate ;5. pyridine’s, 6:DMSO
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Tab 1 Oretical plate number and resolution

TR Bt T
LB 74 624

LK 79 043 1027
ZAME 73299 240
LB 56080 1481
i 178337 5045

24 KUXRFER
Sy AR R 2.2, 17T IR A X BRI A 0.5, 1,24,
6 ml, B 50 ml i, B 3P RGE 2, 54T, S RAIR A
XTSRRI RS IR R AR A IR SR AR 2 mil, 43 1)
BT TA D, B 2. T A3 A MR A2 |, 10 S
L DL 0 T MR 3 x, wg/ml) SR A A B L 06 1T AR (1)
P AARIEA TR E BN A B R S a2,
#2 MEPRAESEESERE(n=5)

Tab 2 Regression equations and linear ranges(n=>5)

TR El i3 r BRI, pg/ml
LK y=2.928 1x—0.6707 09996 247~296.3
LI y=2.061 8r—0.909 3 0.999 0 19~232
ZAME y=07104+2.526 3 0998 0 28~33.6
LML y=0.105 8¢+0.376 5 0999 5 247~2959
i) y=2.559 81+0.076 3 0998 6 10~119
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pg/ml, K FR 43514 0.304 8.,0.215 2.,0.311 2.,0.101 5.,0.329 3
pg/ml,
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FisF, TR RN B e 8 P 0T P A, R T B 2 I T TS
R, B B, A ERE SRR I AR R S5, 5 R
B BA U 7R 1) - Sl e Ohy 98.3 % ~105.5% , & F- 3 RSD
2.0%~48% (n=9) ,FFWZ 3.
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Tab 3 Results of recovery test(n=9, %)
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il i %ﬁE EP}\‘EKEE = A‘Mfﬁﬁf Tt “
wa o EEmE o B oo PERE o Elhes
e olles [l
LB 102105 1002 079 1048 063 1024 20
4 1034 044 978 L7l 1053 049 102.1 34
CHEMEE 1006 041 1035 458 na 1R 1055 48
LRLE %64 092 988 462 1056 159 1003 48
Y 1005 295 %48 30 98.6 34 983 40
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Tab 4 Results of content determination of 5 solvents in sam-
ples(n=2,%)

bl BRS LR Ll “ARE BB
A [B1200400A 0.003

B 111101 0.003 0.008
C 20130203 0.003

D Y20130402 0.022 0.003

E 130401 0.003
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W E B I EARASNPHEEFESTN TR, Tk R SR EHE R, €342 SunFire Cis, 3048 4 F BE-R-5E
B2(43:57:0.2, V/VIV) ,i#i& A 1.0 ml/min, #0158 % 4 280 nm, A5 4 30 °C, #4324 10 ul. 258 . F 223 096 gt A2 24004 70 B
#70.055 75~1.115 pg(#=0.999 9) ; 5 & A& & Z XI5 49 RSD<2% ; Ik e £ % 95.39% ~98.44% (RSD=1.19% ,n=
6). it LA kAR Heik , 2 REF,E R THRAAH PR AT,
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Content Determination of Baicalin in Yangyin Mixture by HPLC

CHE Keke', YANG Fan®’, DENG Kaiying”’(1.Dept. of Pharmacy, Chongqing Third People’s Hospital, Chongg-
ing 400014, China; 2.Chongqing Institute for Food and Drug Control, Chongqing 401121, China; 3.Chongqing
Engineering Center for Pharmaceutical Process and Quality Control, Chongqing 401121, China)

ABSTRACT OBIJECTIVE: To establish a method for the content determination of baicalin in Yangyin mixture. METHODS:
HPLC was performed on the column of SunFire C,s with mobile phase of methnol-water-phosphoric acid (43:57:0.2, V/V/V) at a
flow rate of 1.0 ml/min, the detection wavelength was 280 nm, column temperature was 30 °C, and the volume injection was 10
ul. RESULTS: The linear range of baicalin was 0.055 75-1.115 pg(#=0.999 9); RSDs of precision, stability and teproducibility
test were lower than 2% ; recovery was 95.39%-98.44% (RSD=1.19% ,n=6). CONCLUSIONS: The method iS simple, rapid
and accurate, and suitable for the content determination of baicalin in Yangyin mixture.

KEYWORDS Yangyin mixture; Baicalin; HPLC; Determination
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