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W E R EIRNNELEATRTE R ER RN F SN Tk, ik RAGRA &SR, &4 A Inertsil
ODS-3 Cus, iR BhAB A TIE-0.2%BBR vt (A6 B2 , 7%k 2 1.0 ml/min, A58 4 30 °C, 40k K 4 230 nm, #5410 pl, 4R AT
| 2R ER B R AR I AR R M S B 54 0. 041 0~0.820 0.0. 037 6~0.752 0, 0. 095 2~1.904 0 png(r=0.999 9) ; An =
N E AR 4 97.31% ~100.41% ,98.32% ~101.76% .99.16 % ~101.30% ,RSD 431 4 1.10% .1.20% .0.76 % (n=6) ., %# 3% % %
f R e, TR T2 ALe =454 .
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Simultaneous Determination of Geniposide, Berberine Hydrochloride and Baicalin in Annao Pill by HPLC
SUN Yantao (Inspection Dept. of TCM, Zibo Institute for Food and Drug Control, Shandong Zibo 255086, Chi-
na)

ABSTRACT OBIJECTIVE: To establish a method for simultaneous determination of geniposide, berberine hydrochloride and ba-
icalin in Annao pill. METHODS: HPLC was performed on the column of Inertsil ODS-3 C;; with mobile phase of acetonitrile -
0.2% phosphoric acid solution (gradient elution) at a flow rate of 1.0 ml/min, the column temperature was 30 °C, the detection
wavelength was 230 nm, and the injection volume was 10 pl. RESULTS: The linear range was 0. 041 0-0.820 0 pg for geniposide
(r=0.999 9),0.037 6-0.752 0 pg for berberine hydrochloride(#=0.999 9) and 0.095 2-1.904 0 pg for baicalin(#=0.999 9), respec-
tively; recoveries were 97.31% -100.41% (RSD=1.10% , n="6) , 98.32% -101.76% (RSD=1.20% , n=6) and 99.16% -101.30%
(RSD=0.76% ,n=6), respectively. CONCLUSIONS: The method is simple and accurate, and can be used for the quality control

of Annao pill.

KEYWORDS Annao pill; Geniposide; Berberine hydrochloride; Baicalin; HPLC
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L SIL-20A A [ ghilf #F 2R 48 . SPD-20A AU 58 A 2%
CTO-20A BUFEIR AR  LCsolution &3 I AFEH ( H A HA ) ;
MS205DU B+ J7 43 27 —Hi 7~ KA (% - Mettler-Toledo 2 7l ) 5
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REifbK
2 AES5ER
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{6, 35%4F « Inertsil ODS-3 Cys(150 mm=4.6 mm,5 pm) ; i 5)
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T : 1.0 ml/min; A3 : 30 °C s KK : 230 nm; #EFERE: 10 pl.
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AT 4 000, (A58 WL 1.
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Tab 1 Conditions of gradient elution

fif ], min TIIHIA, % B, %
0 10 90
14 10 9
18 n 78
38 n 8
I 90 10
50 9 10
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B REAT BT R R B R 0.125 3 mg/ml (4 R R/ INBERE G RE
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Figl HPLC chromatograms
A.mixed reference substance; B.test sample; C.negative sample without
gardenia jasminoides; D.negative sample without scutellaria baicalensis;
E.negative sample without baicalin; 1.geniposide; 2.berberine hydrochlo-

ride; 3.baicalin
VR 5 R PR IBCE R T 6] B A o, 5 F 100 mil S,
TRV R IAR R 2B 4257, TP SV B2 0.190 3 mg/ml
R BT 0 BRIV o PR 8 St BBOHE 1 0T RS A TR 1 ml R
PR /INBETHON BT VAR 3 mil B A X BR R 5 ml, T[] —
10 ml AT N B B B 20, #8257, BVASHE T 17 B it vk
J& 4 0.041 0 mg/ml Fh R /NEERK T 5k & 0 0.037 6 mg/ml ., #5
KTV E R 0.095 2 mg/ml FTER A% A VA TR
2.2.2 MHASER KPS FREUREAN 1 g, BY6E, B T HIEHIE R
RSB I AR T 50 ml, BRE T, A AR (D). 300 W,
A% : 40 kHz) 60 min, ¥ , FRURFRE 0T, FHAR AR 2 5
R BT, 3557, FH 0.45 um A TLALERE IR AL , ISR IE , P75
2.2.3  BAMEXT B He ATy B Bl g T B A AN
HE 08 FFPEAE i AN 2 B 3% 1) B PR 0 RS B K 1 ) P A
i, T 2.2, 27 00N A3 T B 9 o) B

A3 RS R L 2.2.17 TR VR A IR IS W45 1.2.5.10,
15,20 pl, #4217 50N @5 S5 AR BERED & , 0 g TR AL . DL
FERE (x, ng) AREARAR TR (1) AR AR TR [, 254
FAF M EIH 7 FR y=1 313 527.70x+214.72(+=0.999 9) . £h iR
JNBEGRAY A 5 5 y=5 080 397.65x—547.41(r=0.999 9) \ H{%
HFA I D77 y=1 800 647.04x+2 903.22(+=0.999 9) , Z5H%
815 e R L N2 S o R ol B e o2 4 e ra e )
0.041 0~0.820 0.0.037 6~0.752 0.0.095 2~1.904 0 pg.
24 BEERR

FERE L IC“2.2. 17 T T VR A %) IR A 10 pl, 42642173
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CFE AR HERE I E ST I0E 6 UK, SRR, 4550 HE T
T ERIR /NI 2 5 I AT RSD 43310 0.33% .0.41 %
0.33% (n="6) , LWL KT 2 B R AT
25 TREMIRE

T[] — 3 S VA (35 £ 20130504 ) 58 B, 43 3 Tl & 0.
5.10.15.20.,25,30 hAf$“2. 1730 (@i 4R UEREN E , i 5
W AR, S5 AT T BRI/ INEEBRURI B ST I 1B RSD 43
B4 0.29% .0.68% .0.39% (n="7) , F W i W 7E 30 h 4
2.6 ESMHAW

B[R] —HERE 5 (FHE5 0 20130504) 35, #642.2.2 W F )y
il A5 AR AR VAT, A T A 6 0y, TR 2.1 I T (a3 A R iR
D7, T SR W T AR R TH AR 717 BRI /NBERR B
T S5 HE T ERER/INBERRRN AT A S A A 2.565
2.487.5.447 mg/g, RSD 43 5| 4 0.36% .0.97% .0.42% (n=6),
TR ILEE R AT
2.7 IiEE IR

2RI DU R 5 1 AR (A5 20130504) 0.5 g, 3K
By, 43 BRI ANE 17 % BE S AR 3 ml R R /N BER KT
VA5V 10 ml B A 56 BRIV 15 mil, TR % I ARG £ 1 22
ml, $2.2.27 R 7 il as sl SR, B 2.1 I T A A
PEIEREIN R IR DR, 25 51 L2 2,
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Tab 2 Results of recovery tests(n=06)

eumy PR BEE  MAR, WHE, WEERK VHNEE KD,

g i, mg mg mg %% e, % %
e 05024 1289 208 2510 99.43 9933 1.10
05030 1290 208 2519 10008
05018 1287 208 250 10041
05020 1288 N8 248 913l
05016 1287 20825l 99.67

1

1

1

1

1
0.5022 1.288 1228 2505 99.10
RN 0.5024 1.249 1253 2493 99.28 99.67 120
1
1
1
1

0.5030 1251 253 2500 99.68
0.5018 1.248 253 2486 99.80
0.5020 1.248 253 2523 101.76
0.5016 1.247 253 2490 99.20

0.5022 1.249 1253 2481 98.32
AT 0.5024 2737 2854 5611 100.70 100.16 0.76
0.5030 2740 2854 5.586 99.712
0.5018 2733 2854 5.624 101.30
0.5020 2734 2854 5.596 100.28
0.5016 2732 2854 5.581 99.82
0.5022 2735 2854 5.565 99.16
28 HREENE
PRI 3 HEAE Gl A 35 4, 2 °2.2.27 0T J5 v il A 3K it v
W, PR 2.1 U (g AR E |, R R & il
AR IS,
3 HBSEWEER(1=3)
Tab 3 Results of contents determination of samples(n=3)

ine] fiFif,mglg  RSD,%

HENER, mg/s  RSD,%  EATF,mgy RSD,%

20130301 2207 0.76 2429 151 5.533 0.79
20130504 2.565 0.54 2487 1.24 5447 0.82
20140508 2252 1.02 2522 113 5.506 LIS
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