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W OE B ZIiRNNE BN PHEIEH G2 HEHI ARG EBEFLS TN TR, Tk RAZRRMEEE,
&, 342 % Phenomenex Cs, L3048 4 W B7-0.1 % B B2 K 7 (AR JL2RE) L iRk 2 0.8 ml/min, 40 5% ¥ % 334 nm, AR A 25 °C, #EAF
A0 pl, 2R #0252 AT 243 1 A a9 A M HEAE B LR 451 4 0.31~3.10.,0.28~2.80.,0.39~3.90 ug
(r=0.999 9) ;#F . AW F LK RSD<3.0% ; hn A =K & 5 #) 4 95.2% ~100.4% .96.3% ~100.8% .95.7% ~
100.9% ,RSD %31 % 1.6% 1.4% 1.7% (n=9) . £t kR E ZA EH T, TLMG, TA T okl H 9 REEH .
KEE  BRORANG R AR R BT 2 2 3G 23 1 A

Simultaneous Determination of 3 Ingredients in Shilintong Tablet by HPLC
LIU Hui, LI Hua(Food and Drug Inspection and Testing Center of Huangshi, Hubei Huangshi 535000, China)

ABSTRACT OBIJECTIVE:To establish a method for simultaneous determination of vicexin 2, vicexin 1 and schaftoside in Shilin-
tong tablet. METHODS: HPLC was performed on the column of Phenomenex C;s with mobile phase of methanol -0.1% phosphoric
acid (gradient elution)at the flow rate of 0.8 ml/min, the detection wavelength was 334 nm, the column temperature was 25 °C,
and the injection volume was 10 pl. RESULTS: The linear range was 0.31-3.10 ug for vicexin 2 (»=0.999 9), 0.28-2.80 pg for
vicexin 1 (#=0.999 9) and 0.39-3.90 pg for schaftoside (#=0.999 9), respectively; RSDs of precision, stability and reproducibili-
ty tests were lower than 3.0% ; recoveries were 95.2% -100.4% (RSD=1.6% ,n=9) , 96.3% -100.8% (RSD=1.4% , n=9) and
95.7%-100.9% (RSD=1.7% ,n=9) , respectively. CONCLUSIONS: The method is simple, sensitive ,accurate, reliable and repro-
ducible, and can be used for the quality control of Shilintong tablet.

KEYWORDS HPLC; Shilintong tablet; Vicexin 2; Vicexin 1; Schaftoside
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1260 % HPLC ¥ , £33 Chemstation {43 T fE¥%5 .G1314B
T M A £% (DAD) \G1311C B PUIL4E .G1329B B B
S . G1316A BUAL AL (35 Agilent A H]) ; BT125D 7Y
+ 74y 22— TR (£ [5 Sartorius 23 7] ) s KQ-300VDE K
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140516 ) R4 S e 25 I AL AT PR A wl L #1451 20140314
20140622 ,20141201; ) Zn—F KRB 24 £l 25°H FR 2~ Al L it
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f6,37% 44 : Phenomenex Cs (250 mmx4.6 mm, 5 um) ; Ji &)
A F R (A)-0.1 9% B R 7K V5 T (B) , 86 5 SR 8 (b JBd A e L 5%
1) ; J 3% - 0.8 ml/min; A&7 1+ 334 nm AV : 25 °C 5 ERE R .
10 plo

R1 BEXRRERF

Tab 1 Gradient elution condition

it i), min A% B,%
0~25 25-32 7568
25~40 R 68
40~45 3205 6875

22 BREHIFE
2.2.1 IRANTIREER RS FRBOH PG 22 AR 2 B 22 4L
FAHF 1B T X B AE R, 400 BT 25 ml s, A
50 % Z B BT PG 22 00T 2 ) e BE R 6.21 mg/mll B ot 2%
LI 1 BT R B K 5.50 mg/ml. B A IS T R Rl 7.87
mg/ml [1) 5 — X BR SR IV A 8 A3 i B 3 45 %o B 48 VG
ik BT PG 22 AT IR A 2 BT VS 22 IR 1 A T R R
43514 0.31.,0.28 ,0.39 mg/ml (YR 4T BE S
2.2.2 (HRAETR  BURESL 10 A BR ALK, B, HLZ 0.5 g,
AR, BT 50 ml HZEHEIEH A, il 50 % Z 1% 20 ml, #7
FEE 30 min, FEE 2 K, W8T, G IFUET 50 ml =), T 50%
ZIEREZR , 22.0.45 pm fLUERE L, BRI, BAS .
2.2.3  PBAMEXTREIA bk Ak el ARl T2
F T AR B A B AR b, T 2.2.27 T At b v 0
By EE A B X IR A, RIAS:
2.3 RgiERMRE

B2, 27 T0 T YA o BE R VA R AL 0 i 7 TR B o
WA TE T2 U R SRR S JE SR, PRI
Lo M LATAL FEIZ GRS, Brvh 224k 304 2 B 224t
FTT 1 ORI (1 (o5 5 T A G 2 BB 35 31 SLER 4 B, 4
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Fig1 HPLC chromatograms
A.mixed reference; B.test sample; C.negative control; l.vicexin 2; 2.

vicexin 1 ;3.schaftoside

24 ZHMXRERE
B2 217 WU R IRA X IS 1.2.4.6.8.,10 pl, 43 544
“QNTIR (g SRR E ] SR A, LAMEREE (x, ng)
SR A R VTR R (1) SN AR AR A TE N [T, 3 P 22 R
2 BV 2SR 1 B AR R ) R S LS LR 2,
F2 EAAFESLMETEE(n=6)

Tab 2 Regression equation and linear range(n=06)

TEllR [ELEES G, pg r

BT 2 =503 49x+1.67 031~3.10 0.9999
HE A y=424.55r+1.08 0.28~2.80 09999
st y=491.19r—4.17 039~3.90 09999

25 WNRSEEREE
Be2.2.17 W NI A B IROE I, SR AR, 5]
Fi“2.17 T AT AR S E RN RE 6 YK, i st e 1 RO A
T MAEMEEL N 3 1 AR (LOD) s 24 {5 ME EL A 102 1
B, A5 PR (LOQ) , 45 5 3¢ 3,
xR3 HNRSEEMRERLER

Tab 3 Determination results of detection limit and quantita-

tion limit
PRI LOD,ng L0Q.ng
fifietisilii 0.98 0.65
B 1 1.03 0.76
RpEAT L1 102

2.6 RBEEERR

R 2.2.17 T FIRA T BRI 10 pl, $242.17 51
O S S PRI RE 6 IR, TE SR I AN . S5 B oY 22 3
A7 2 v 22 AR | RS 4 TR A RSD 43518 0.83%
0.96% .0.78% (n=6) , F WAL FHE 26 5 L 4F-o
2.7 BEMHLE

IRl — st i v v (L5 2 130719) 38 &, A B TR IR R
TE0.2.4.8.12.24 W22 171 N (a3 6 EREIN 2 L 10 55
WETATARR o S50 3P 22 BRI 2 B v 22 AT 1 B 0
TR RSD 2354 1.04% 1.21% 2.11% (n="6) , Z& W] {itizt b
TRIRAE 24 h RS E P LA«
2.8 ESMHRAR

A3 B FR B — AR S (L5 130719) i 2, 2 6 )y, i

China Pharmacy 2016 Vol. 27 No. 12 < 1711 -



“2.2.27 TN JBOPAT A 6 O b AR, TR 2.1 IR A
TSR A RN E 0 SR T RO TR A A L SR LR
4o MRATIL, AT BRI
x4 EEMHRRER(n=0)
Tab 4 Results of reproducibility test(n=6)

FRlRA THEE, py/g RSD, %
B2 2 3379 25
BT 5934 098
Mg 136.19 133

2.9 IR R

HCEL 1 B (R i (RS £ 130719) Ky AR 9 403, 43473 0.25 g,
FEEME 435 B T 50 ml B ZEHETE M h A& AL 2.2.17 331
AT AT 2 B S IR 1 R T X BR S
ARG T, A3 A4 2.2.27 T Jy il A Al AR, 2.1
T (0 1% 25 (AR RN A2 T SR T R I SR IAE [T, 45
W5,

5 MEEEEIRE LR (n=9)
Tab5 Results of recovery tests(n=9)

Pl TR, RERS AR, WEE, EERMC FEER RSD,
1% g Wawg  pg ng %% RE% %
HIEAREL 02511 8.48 8.69 17.08 98.9 978 1.6

02522 8.5 8.60 16.90 96.4
02509 848 8.60 16.76 952
02533 8.56 932 171 98.1
02507 847 932 1752 96.8
02516 850 932 17.64 979
02501 845 10.56 1882 977
02515 850 10.56 19.09 1004
02527 8.54 10.56 19.03 99
BT 02511 14.90 1430 2922 100.1 99 14
02522 1497 1430 29.16 993
02509 1489 1430 2882 975
02533 1503 1540 3042 999
02507 1488 1540 3031 1002
02516 1493 1540 3027 99.6
02501 14.84 16.50 30.79 9.3
02515 149 16.50 3126 989
02527 1500 16.50 3162 1008
B g 02511 3420 33.84 67.46 983 983 17
02522 3435 33.84 66.71 957
02509 3417 33.84 66.78 96.4
02533 3450 3463 68.85 992
02507 3414 3463 68.26 985
02516 3427 3463 68.96 1002
02501 34.06 3542 68.60 974
02515 3425 3542 69.98 1009
0227 #4 354 69.25 983

2.10 HREENE

I HURE S W AR 4S5 300, By 0.5 g, WK E , $542.2.27
R 3 A I A AT, PR 2.1 T i S5 R 22
JO SRR B o i 5 R L3R 6
3 1Tig
3.1 MR RERE

TESE BRI BT, 43 X8 7 24 40 2 X0 B i
SHTVE 4 16 R VA R B T R IR T T A
SRR G5, 3FRAFE 271,334 nm PR AN R
WO s 76 271 nm ARG , 334 nm K A IR WAC I D ¢
5%, HLAE 334 nm A T I E 45 o I TE AR AT, SRk Fae
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FHeb, B 334 nm AR REIE
*6 HEMAEENESER(n=3,ng/g)
Tab 6 Results of sample ,s determination(n=3, ng/g)

#5 LB AT ALBRE fr S
130719 211 371 8.1 1433
131014 202 338 8.76 1415
131228 200 325 847 1372
140306 215 349 8.76 1441
140516 192 34 8.64 1380
20140314 158 147 9.06 1211
20140622 24 32 8.27 1373
20141201 208 455 753 1416
20150125 156 206 127 1088
20150403 130 265 761 1175
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B E B ZIMNIPFERFTLRALETHIM ARG T &, Fik: kA SARMEE X, &M A Kromasil Cy, 3484 F
£2-0.02 mol/L &% (JA = T Heif ¥ pH £ 7.5)(70:30, V/V) , ik 4 1.0 ml/min, #40 5% K % 258 nm, #4224 20 pl, A28 4 40 °C,
R OR ek Je R A(BROR B ) Ao 22 R B(4-C SR ) 69 40 i 23R B &M T8 B 39 25 0.05~0.25 pg/ml(r 451 25 0.999 6.0.999 7.,
0.999 5) ; ¥t FR2 % % 8.2.7.5.8.4 ng/ml, & B M5 A 27.1.24.7.27.8 ng/ml; #55 & . & £ X589 RSD<<1% ; 4 it B Amkf =ik
%4 95.13%~101.29% ,RSD=1.89% (n=9) ; 3 B P A B L MAFRLRAB, Lk . ZH5 = EH ZHES . TLMHF,TH
TR v o 25 A X e,

KEIE SRURMEE R BT R AR

Determination of Related Substances of Bifonazole Raw Material by HPLC
HAN Chunhui,QIU Yilan,LUAN Shuang, GENG Xin(Dalian Institute for Drug Control, Liaoning Dalian 116021,
China)

ABSTRACT OBIJECTIVE: To establish a method for the determination of related substances in bifonazole raw material. METH-
ODS: HPLC method was performed on the column of Kromasil Cis with mobile phase of methanol-0.02 mol/L phosphoric acid (ad-
justed pH to 7.5 with triethylamine) (70:30, V/V) at a flow rate of 1.0 ml/min, detection wavelength was 258 nm, volume injection
was 20 pl, and the column temperature was 40 “C. RESULTS: The linear range was 0.05-0.25 pg/ml for bifonazole (+=0.999 6),
0.05-0.25 pg/ml for impurity A (bifonol) (#=0.999 7) and 0.05-0.25 pg/ml for impurity B (4-C isomer) (+=0.999 5) ; the detec-
tion limits were 8.2 ng/ml, 7.5 ng/ml and 8.4 ng/ml, and the quantification limits were 27.1 ng/ml, 24.7 ng/ml and 27.8 ng/ml, re-
spectively; RSDs of precision and reproducibility tests were lower than 1% ; recovery of impurity B was 95.13%-101.29% (RSD=
1.89% ,n=9) ; both impurity A and impurity B were were detected in the 3 batches of samples. CONCLUSIONS: The method is
accurate, sensitive and reproducible, and can be used for the determination of the related substances in bifonazole raw material.
KEYWORDS HPLC; Bifonazole raw material; Related substances
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