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[# FE] 7 EIHEMAME G- W 7 AN % (UPLC-PDA %) Il & # #4161 AR 3F
ERmpEST REEELHENBRE HRL O RE AR BER S WA RE 50%F
B SR, AR RI R IR I E BRI N BEX & VA A, R Bl UPLC-PDA 3% &0, &4 & X
J ACQUITY UPLC™HSS T3 & 345 4 4 B4 418 .35 C; M AR & A Tk Z0F B T4 0.4% 5%
B KV A, FEAT M E R 3 :0.35 mL/min; #EAFE 10 pl; #F R E BRI & AT K A
278 nm, EALM E, BEREEE LEE BAEESBNESFHTEREERN, FRKY,
EEHA05~100 pg/mL 856 B &M% X R B (R =0.999); H A 46 & A+ 74w #& 5 3
0.05 mg/mL, & % b (S/N) >3, 7 & 77 S By A M TR 5 78 4 0.1 mg/mL, 5 %% th (S/N) >10, # & Ky 77
S EE R A 0 KA 0.1,0.2,0.4,0.6 mg/mL # 53  Au K CF B B E Oy 95% ~ 105% , 4t
W EZ 7 RBANT 10%, EHEREEERY, T2l ERMNFR, THEMAEAS HEFE
EX, KT HEFRAE XK EARE, EA TR L O RAFEEZ A wESZHFHEREERI,
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Determination of Baicalin in Yangshuhua Koufuye by UPLC-PDA

WEI Xiu-li, ZHANG Chuan—jin,LI You-zhi

(Institute of Veterinary Drug Quality Inspection of Shandong Province, Jinan 250022, China)

Abstract; To establish a UPLC—PDA method for determination and confirmation of baicalin added illegally in
Yangshuhua Koufuye. Methods: The amount of baicalin control products, Yangshuhua Koufuye negative samples,
the positive samples added baicalin, sampling appropriate amount dissolved in 50% methanol, with ultrasonic
extraction , filtration and quantitative diluted and then detected by UPLC—-PDA. An ACQUITY UPLC™ HSS T3
column was used with gradient elution of acetonitrile and 0.4% phosphoric acid as the mobile fhase (0.35 ml./min)
and with column temperature 35 °C ; sample size: 10uL; The signals were detected by PDA detector, and the
detection wavelength was 278 nm. By comparing the retention time, spectra, peak purity and other parameters to

identify Baicalin. Baicalin in the range of 0.5~100 pwg/mL of the linear relationship is good (R*=0.999) ; The
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detection limit was 0.05 mg/mL(s/n>3) ,and the quantitation limit was 0.1 mg/mL(s/n>10). Added at the level

of 0.1,0.2,0.4,0.6 mg/mL recovery rate was 95% ~105% , the intra and inter assay coefficients of variation were

less than 10% , with good accuracy and precision, fully meet the detection requirements. But the peak purity and

threshold requirements. The mothod was rapid, reliable, sensitive and reproducibility, adapts to the determination

of baicalin in yangshuhua koufuye,and can be used as a qualitative, quantitative determination method.

Key words: baicalin; UPLC-PDA ;traditional Chinese veterinary medicine ; Yangshuhua Koufuye ;illegal additive
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Tab 1 Gradient elution condition table

R [f]/h AR A/ % s B/ % 1k
0 10 90
0~3 1025 9075 6
3~6 25540 75560 6
6~8 4010 6090 6
8~10 10 90 6
2.2 A% W AR BT

22,1 MHHSS M S FZEIRAGRAE D
R AAGIA A B, TR A RE 1 4t
22.2 AREHERG RS R BEIRIUE SR
i 10.64 mg, I EEZE 50 mLL, 5% 200 pg/mL A3

223 ARETAERGH S PO REARE TR, H
Wk L A1) i 20 AR R A R SR EE R 0.1
0.25.0.5.1.2.5.10,20,50,100 wg/mL 45 i T./E
W, bR E 2



- 52 rhE 2 AR 2018 4F 1 A4 52 4555 1 1Y)

Chinese Journal of Veterinary Drug

224 MRS E  HE RIS
WG, N 1 mL WAL DR, & 25 mL 2850
W B 0.05.0.1.0.2.0.4.0.6 mg/mL A7 1€
1R PR IR b, A 50% HP 3 1, 8 7 A 31
20 min, A 50% H o 25985, w0 (B0 ) L U

P BBV 1.6 mL, INRI 56 B AH 2 10 mL, #5757,
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Tab 2 Sample preparation schedule for positive addition

B NI B B RA A RO AL WAL 1 IR R, Bt TR ZARTR WG T S AR B
0.05 mg/mL 0.25 mL
0.1 mg/mL 0.5 mL.
0.2 mg/mL 1 mL 1 mL 50% H BEAE 45 % 25 mL 1.6 mL—/E 4 % 10 mL
0.4 mg/mL 2 mL
0.6 mg/mL 3 mL

23 FHAREFRRAFMEYGREER

2.3.1 AWML FEREE OSSR
A 52, PT IA AH5 B B 51, 7 0.5~ 100 pg/mL
()70 FBI S A B R 28 B2 A Y = 94800X + 10600, Y iy
B I TR, Xy B A R vk B, AR OC R A
R* 90.999 , 28 PE R AT,

2.3.2  Fikegdem RAeE 2R BAPERE S 2 A
NG A, S A PR, AL IR
I WO s 5 R R 4 S AT, ToH

FHI, W0 0.05 mg/mL (FHELL(S/N) >3, #i5E K7
HERE IR %500 0.1 mg/mL, f5M: 14 (S/N) > 10,
TE R VR I A R AR 24 )t 24 A T Y ]
BTSN 14 e A B R 5 e B A2 DA R K
233 Fikey R EAAEEE AL D IR
AN 53510 0.1,0.2.,0.4 0.6 mg/mL, 3t P[] 28
SRBNT 10% , B G 0 5 [0 5CR 7
95% ~105% , W3¢ 3, MR B VRS % B R AT 56 40
SRR T K

®3 BREORKPRIMESTFHOKRKEER (n=12)

Tab 3 Test result of recovery rate of baicalin added in yangshuhua koufuye

iy ﬁbﬂmﬁ% 2/ % SRR % A RSD/ % HLIE] RSD/ %
/(mg - mL™")
0.1 99.32 97.98 100.08 99.13 1.07
0.2 99.68 98.69 99.67 99.35 0.57
WAL F1 IR 0.80
0.4 99.53 99.78 99.34 99.55 0.22
0.6 99.85 99.97 100.21 100.01 0.18
244 FHeHRSRAT SEFEMOIEER  WREAUE MRS T B e B A

R B, B R MR Bl FH R i )
TP LR 1~ P 2, FLRA- T o 0 A O B I ] — 2,

e 5 A IR BOE S I (] 3) R T R,
e — 3, TR RE A4 B8 ] 4.987 min A9 €68 i I
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