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ST AR B Y A ST G R/ L HPLC
OGS, ElR—MEEA R, T SRR,
LA P o A R S T A ARG T s o 2
FEERRY LI . R o RE e, nr o
S T2 ) 791 4 T AR 11 I e A i iR B AR S A |
1 7

Waters 2695 ﬂ%?ﬁ/@l*ﬁ@lﬁ{y, fit & Waters
2996 4 PAD il &% (3 Waters A H]) ; FA2004
U T3 7 RF (B RS AUCR A BRA ) ;
P230 11 7Y &5 850 A A (R AR A 43 AT A
ABRAF) s SQP BHL T4 RF- [ FEZ Rkl #
A (dbat) ARAF]; KQ-100E Y5 S I it
i (RIm A SRR AR

W7 H (#5 16052902) . # &1 (5
150718) , #hf/NEEGR (Ht5 16072302) . WX FH
(#t% 150307) . WA FR (L5 140217) , Hhig
BT (5 16060803 ) . R 25 AR ol (Mt =
16070305) % F& 357 04 F DU 1] 45 4t v 25 A= 0 R4
ARAF, Ko () (L5 170108) | =%
(W) (fib5 161124) | B4 (H7%) (L5
170302) . ®HH (WL) (5 161224) | HE T
(K) (5 161002) | JIIAE (5 161223) | W
A (L5 170119) 28 B R 24 X FAF 5T B 46 0
MIEM . EEMEAL (5 20170425, 20170426,
20180122, 20180301, 20180302, 20180307,
20180308, 20180320, 20180321, 20180412, %5
S1~S10) i AL#R JLZ B8 4l 25 M A3 BR A A 34t
s CIE R EREal; AR s, Kl
alivgK
2 AEEER
2.1 ®BX¥, LRI EBEHENL
2.1.1 (pEgk Hypersil ODS-2 @ijgﬁr_(ZSO mmX
4.6 mm, 5 pm); WENAHLNE (A) -0.2% B R
(B), BEEEVEML (0 ~32 min, 8% —24% A; 32~
46 min, 24% A; 46 ~55 min, 24% —34% A; 55 ~
63 min, 34% —54% A; 63 ~ 80 min, 54% — 68%
A); B E 1 mL/ming FEIE 30 °C; &K
238 nm; #FFEE 10 pl,
2.1.2 XHEGEWES (1) MBI S
ERFR /NI R S i, TR AL 1 mL 43 A
Wi 347.2, 569.6 pg WA, BITE. (2) MEK
T2 R AR /N BERONT IR A 0 B, o B
1 mLA & W& 1 209.6, 579 wug IR, BI1S,
(3) KGR PRICEE X517, Fh R /N BE g % IRt 3

TR B 1 mL 43 P 378, 651 g
MV, BN,

2.1.3  HEKAE WA BOLRE R, BEE, K
ERRELL 0.25 ¢, BT RIS, KEMAH
f 25 mL, FR7EffE, WA (100 W, 40 kHz)
30 min, B, RHATEE, BB AN R kO A
i, RS, R, EREEWE, i 0.45 pm RLALUE
i, BpAE,

2,14 FIVERE S WEN RS He b T e o R X
WS N EA, ENBAYERES, R “2.1.37
WUR ikl es, RIAE,

2.1.5 LEmlsm Wi <2.1.27 ~ “2.1.47
WU, 78 “2. 117 T & F SR 2,
SRRV 1, mERTH, BRI, ik
JE R
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0.10
2 1
{ | |
obs e e

0 10 20 30 40 50 60 70 80
t/min

E. SREE. SRIBIERE S

LA 2. FhIR/NEER
1. baicalin 2. berberine hydrochloride
B1 EZ#H., SE/SEE HPLC BikE
Fig.1 HPLC chromatograms of baicalin and

berberine hydrochloride

2.1.6 AMEXRFRFZE KHWI “2.1.27 WX
WEEVA (1) 1, 2,3, 4,5, 6mL, BT 10 mL
R, WEEER, W, fE U211 TAGEK
PETHEREDE . DhBERE R R AR bR (X)), IR
R RR (Y) BEATIRNE, A5 07 R4 B
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Y=1.00x10°X-9. 84x10* (R*=0.999 5) . LR/
BERR, Y=8. 34x10°X-7. 66x10* (R*=0.999 5), 4}
JAE 0. 347 2~2.083 2, 0.569 6~3.417 6 pg JLHH
WML R RIT

2.1.7 fEEERE REWE <2137 WH it
WA, 7E “2. 117 WA FESIE T SR E 6
W, MAFERTY | Eh IR /INBE G I T X RSD 43 ) Ky
1.33% . 0.73% , FHLIRREHE BT,

2.1.8 HmEMRAE B (45 S2) i, %
“2.1.37 WP kAL, Fr e iy, 1E
“2.117 WA N R, AR R T
MR/ NBEH & A7 H RSD 2300k 2. 18% . 2.56% , 26

BINEEEVERE,
2.1.9 FREPEIRE: B (45 S2) iEdE, 1%

“2.1.3" TRkl HR S EW, T o, 2, 4,
6.8, 10, 12, 24 h 7£ “2.1. 17 WA KT 2
FE G, AR AT B R /N BE 04 T AL RSD 43
B 1.49% | 1.17% , LIEWAE 24 h PRREHE
=SS/

2.1.10  JnAEEICRIREE  BUREAY (45 S2) &
T, WE, KSR 0.125 g, FAT 6 1y, K&
AEESAY | R/ NEERO IR S, $ 42,137 T
TN AR, 7F 2. 1L 17 WiEEAE T
PEREINRE , TR REICR, SR 1,

®1 EZH, RB/NEEMEDNKRREER (n=6)

Tab.1 Results of recovery tests for baicalin and berberine hydrochloride (r=6)

% JF AT i/ mg T/ mg A5 5t/ mg Il 52 /% S IR % RSD/%
WA 1.12 1.11 1.78 59.46 60. 32 5.82
1.10 1.11 1.76 59.91
1. 10 1.11 1.77 60. 01
1.10 1.11 1.85 67.13
1.10 1.11 1.71 57.18
1.09 1. 11 1.74 58.24
ERTR/INBEDR 2.53 2.48 4.36 73.79 69.25 7.04
2.50 2.48 4.37 75. 44
2.51 2.48 4.27 70. 88
2.51 2.48 4.18 67.16
2.50 2.48 4.10 64.51
2.49 2.48 4.07 63.74

TE A B i S B I Tl B R R (8, 0. 45 pm BUFLIEIRGE B85 IR4R

2111 FEEREAENE B “2.1.27 WUFBEA
FXTHRIA (2) 0.4 mL., EHF/NBER IR A
W (2) 1.3mL, BFSmLElH, FEEEZE
Z B, B2 5], 0.45 wm B3 FLOJE BE o Bk, HR
“2.1.2" WUREAHXTIESEE (3) 1.4 mL, %
i /INEERR G IR AR (3) 1.2 mL, BT 5 mL &

i, ZHEREWIERZZIE, 59, 0.45 pm 4
FLUBRENE, P47 3y, 76 “2. 117 HF @k
PERUERENNE , S5 R I 2, nIAfELLFREE, —H
FE AR S BC ] 0 BRSO, 25 R S
KT,

x2 EEZH, ARIRESHEENELER (n=3)

Tab.2 Results of content determination of baicalin and berberine hydrochloride (r=3)

- A IS E/ IR E/ LR/ NEEG IS (A R/ NEERRIN AR/
S
(pg-mL™") (pg-mL™") (pg-ml™") (pg-ml™")
e 96. 77 78.28 150. 54 127.33
Z AR 105. 84 92.27 156. 24 135. 69
2.2 ®BTHFLSAETNE 10 plL,

2.2.1 o 3% & Hypersil ODS-2 {f i i
(250 mmx4.6 mm, 5 um); WHMIHE (A) -
0.2% BEfR (B), BSEEVEML (0~32 min, 10% —
24% A; 32~42 min, 24% A; 42~80 min, 24% —
50% A; 80 ~90 min, 50% —52% A); K&
1 mL/min; 5 30 C; Kl K 238 nm; A

2330

2.2.2 XPRESRSVEE RS RS FRIONE R
W, FEEH AR 1 mL 662, 0 wg Z I A
W, FEEAREGE R, BRI 1 mL % 70. 96 pg
AT, RIAS

2.2.3 HEKSAERE A BOLRE R, BR, K
WY 0.25 ¢, BT HEHIRH T, HBEMA
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25 mL B, FRERTR, #7730 min, HUH, B4
FEh, WEEANEECM TR, $B5, ik, Wk
UEW, 12 0.45 pm FLUERR, RIFH,

2.2.4  [IERESRWR A b e BllR 2 hE
PR 9 PR RE S, R <2.2.37 TR 7 ik 4%
FIFE

2.2.5 EHEMAE ORI “2.2.27 ~ “2.2.47
WUREEW, 76 “2.2.17 T 58 F R 2
SERULE 2, mERTE, ZOrE LR, BTG
T,

125t
7 o8} 1
=S 71t
ﬁ 4t
17L
1o . . . . .
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{/min
A X
150
125
7 o8 |
£ 20
ﬁ a4t
17t
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{/min
. B. fEidh
1251
Z o8|
S 71t
.lg;l mi
17}
-10 ) T f f 1 1
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t/min
C. BAtERES
1. HEFiF
1. geniposide

2 #EFH HPLC &itE
Fig.2 HPLC chromatograms of geniposide

2.2.6 LMEXRRFLE KEWR “2.2.2” BRI
W 0.2, 0.4, 0.6, 0.8, 1.0, 1.2 mL T10 mLE*
M, HEEER, $RA, 7E “2.2.17 T &
TNHEREDE . LSRR ARAR (X)), UETH B
YPAebr (Y) #EATEIE, S5 Y=1002. 1X-
13.361 (R*=0.9995), 7E0.1324~0.794 4 pg G
FEl N 2R MO 2R AT

2.2.7 KEEmERE OREWE ©2.2.37 WH At
AR, 7E “2.2.17 TGS TR E 6
W, IFSHE 717 I TR AL RSD K 1.89% , ML #%
K% R AT

2.2.8 HEEMERAE BHM (45 S2) bR, %
“2.2.3" WUR Oy ik & el s i, P AT 6
FE“2.2.17 TEAGE N BRI E , DIASAE F 1
SAHE RSD K 2.75% , FWZEERERL

2.2.9 fuEtEiE  BUEES (9 S2) i, %

“2.2.3" WU b AW, 2,217
WEAGEFAMF T T 0, 2, 4, 6, 8,10, 12, 24 h i
FRM e, MIASHE T s AL RSD 2h 1.47% , & W]
VAT 24 h WECEPE R 47,

2.2.10 JmEERNCRRE  BOFE S (it S2) il
i, B, REBFRELZ) 0. 125 g, AT 6 ), K%
PN F- 174 B IS, 4% <2.2.37 TR J5 ikl
ARSI, 7E 2.2, 17 Wik &R SERE I
A, THERICE, Z5RIE 3,

3 BFEMERKERBER (n=6)

Tab.3 Results of recovery tests for geniposide (rn=6)

BEAR, MARE/ SR/ R/ PR RSD/
mg mg mg % /% %

685. 30 681.22 1391.75 103.70

690. 25 681.22  1400.50 104.26

688. 05 681.22  1390.75 103.15

101. 01 3.88
685. 30 681.22

687. 50 681.22

1 335.50 95. 44
1 345.50 96. 59
690. 25 681.22  1391.50 102.94

2,211 MESEAENE 10 HEALR, AR 2
By, ¥ “2.2.37 WON kil s i s, e
“2.2.17 TS AT HFFEI E, RS A &,
GERLER 4, LISFIIE ) 80% N ARFREE, HE T4
EAHENAMET 4. 62 mg/g,

F4 RMFESEENELER (n=2)

Tab.4 Results of content determination of geniposide (n=2)

Hit= HEFH/(mg-g™") fit5 HEFH/(mg-g")
S1 5.74 S6 6.56
5. 66 6.25
S2 5.15 S7 6.02
5.21 6.02
S3 4.76 S8 5.99
4.58 5.93
S4 6. 46 S9 5.26
6.37 4.95
S5 6.70 S10 5.68
6.29 5.76

2.3 ¥ HEEEL
2.3.1 KEEERE RS (45 S2) 114y, %
“2.2.3" WU rE A AR, fE 2,217
A8 40F R UERENN E 6 W, LIKE T 2 IRk,
W5 13 4> 3% 0 A X O/ 58 B E RSD ¥ /N T
0.63% , FIXFITE AL RSD ¥/ F 2.95% , FHAIY
kR B RAT
2.3.2 EEMHRAE HBUES (5 S2) 61, #%
“2.2.3" WUl A, fE 2,217
TGRS T RN E, DIE T h S g, Wi
13 A WA X A B4 B[R] RSD /8T 0. 80% , #H
2331
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SHETE R RSD /N TF 2.65% , £HZFEELEN  ABMIE (S), AL OGS EER . M
RA4F, TR, S5 RN S~6, PIFIRTH RSD /b
2.3.3 FUEMIRE BUES (H5S2) 1, S T 0.65%, JEE N T.79% ~26.98% , & HEEE
“2.2.3”7 WIF ARSI, T0, 2, 4, PR ERE, HHEARABRRER,

6.8, 12 hfF “2.2.17 WAL T IR E, 113, 8

14 715]?[‘7]

}cx

DINE 7 H 2 BRI AT 13 A €0 335 04 AH X O B i N §] - {¢~w$
1] RSD #9/NF 0.27% , AR X% 0 1 B RSD 439/ T $ B ¥ t - l —
2.15% , IR 12 h R R, i | o i
2.3.4 SCHWEMT e <2.2.37 WFEH& | e -9
ﬁj\: it l:ll:l'il ‘ﬁ' {’ﬁl N E “ 2 2 1 7 Iﬁ éﬁ% 2N 'fﬁF ‘F i:l: # {Iﬂl 0 13 26 39 f/min 52 63 78 ol
R, ARSI (#3), i 18 AT, 1 B3 10 4% HPLC S50 %
T AR 5 SRR 90% DL B DL 4 S I ( e+ # ) Fig. 3 HPLC fingerprints of ten batches of samples
&5 HHIEEXHR R E
Tab.5 Relative retention time of common peaks
o AR {8 B i ]
=
S1 S2 S3 S4 S5 S6 S7 S8 S9 S10
1 0.762 0.763 0. 765 0.762 0.764 0.759 0. 765 0.762 0.762 0.762
2 0. 810 0. 807 0. 822 0. 808 0. 818 0. 807 0. 810 0. 808 0. 808 0. 806
3 0. 876 0. 875 0. 885 0. 875 0. 882 0.876 0.877 0. 875 0. 875 0. 874
4(S) 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000
5 1.297 1. 295 1. 301 1.296 1.301 1. 293 1.294 1. 295 1. 296 1. 294
6 2.285 2.263 2.264 2.282 2.268 2.258 2.265 2.273 2.273 2.274
7 2.769 2.748 2.757 2.769 2.750 2.747 2.759 2.767 2.767 2.764
8 2. 881 2.853 2.837 2.882 2. 847 2.849 2. 861 2.870 2.872 2.871
9 2.929 2.901 2. 895 2.933 2.902 2.897 2.906 2.916 2.917 2.920
10 3.130 3.122 3.114 3. 136 3.116 3.114 3.122 3.131 3. 131 3.132
11 3.282 3.278 3.257 3.289 3.265 3.265 3.274 3.285 3.285 3.287
12 3.341 3.338 3.314 3.349 3.323 3.324 3.334 3.345 3.345 3.347
13 3.425 3.422 3.399 3.434 3. 409 3.408 3.419 3.430 3.429 3.432
14 3.867 3. 864 3.840 3.877 3.851 3.849 3.858 3.871 3.870 3.875
15 4.321 4.319 4.295 4.334 4.305 4.302 4.312 4.326 4.325 4.332
16 4. 548 4. 547 4.514 4.560 4.527 4.527 4.539 4. 554 4.553 4. 560
17 4. 640 4. 640 4. 603 4.653 4.619 4.618 4. 630 4. 646 4. 645 4.652
18 4.702 4.701 4. 667 4.715 4. 682 4. 681 4.692 4.709 4.707 4.715
®6 HEUEHENTIE
Tab. 6 Relative peak areas of common peaks
i AR X e I AR
S1 S2 S3 S4 S5 S6 S7 S8 S9 S10
1 0. 147 0. 130 0. 128 0. 160 0. 152 0. 150 0. 149 0. 140 0. 128 0. 140
2 0. 098 0. 099 0. 194 0.161 0. 152 0. 161 0.129 0.128 0.121 0. 130
3 0. 086 0. 094 0. 150 0.114 0.114 0.122 0. 103 0. 106 0.101 0. 106
4(8S) 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000
5 0.559 0.573 0.769 0. 669 0. 564 0. 689 0.617 0.634 0. 639 0. 640
6 0.309 0.336 0.431 0.241 0. 289 0. 268 0.212 0.212 0. 208 0.203
7 2.399 2.508 4.100 2.951 2.933 3.115 2.750 2.786 2.941 2.907
8 0. 138 0.237 0. 301 0. 205 0.209 0.226 0.178 0. 183 0.169 0. 190
9 3.735 4.321 4.922 3.409 3.340 3.597 3. 646 3.683 4.213 3.720
10 0. 098 0.138 0.212 0. 157 0.128 0. 164 0. 150 0.153 0. 161 0. 156
11 0.333 0.339 0. 463 0. 388 0.371 0.392 0.363 0.371 0. 387 0.379
12 0. 180 0.168 0.254 0.202 0. 186 0.202 0. 191 0.188 0. 194 0.193
13 0.411 0.411 0.738 0.525 0.512 0.550 0.471 0.479 0. 493 0.492
14 0.319 0.373 0.315 0.225 0.215 0.238 0.285 0.293 0.378 0.294
15 0.131 0. 144 0.184 0. 151 0. 147 0.154 0. 145 0. 151 0. 151 0. 155
16 0.177 0. 199 0.203 0.138 0. 127 0. 141 0. 156 0. 162 0. 196 0. 159
17 0. 059 0. 064 0.051 0. 044 0.039 0.042 0. 053 0.051 0. 061 0.051
18 0.072 0. 082 0.051 0. 048 0. 033 0. 045 0. 055 0. 060 0.072 0. 057
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Fie “2.2.37 TR 7 A A s S R
AUSNEA 6 WREGHIEW, £ “2.2.17 Witk
PEF HEREE , FEAfIA 7 A ke & gy, 4
4 S (HEF1F) . 6 FiE (AR . 7%
W (EA) 8 TE (FRMREETT) , 95 (3
M/NEERR) | 14 Sl (FEAR) . 16 Tl (E%
), VLI5S MRFHEERIE, Hrb 3 A RRETR M
J&, HRWBERAET (1. 4 50)  K# (12, 15
SUE) WA (2, 3,5 5IE) BiE (6, 8 %
WY . #A (7, 11, 13, 14, 16 51&) | 1 9 S1&
HJw Tk, sk, WK 4,

—
- e l
—’l—‘ SN VSO U S S
- e S — — - E——
i lb;s — v Tﬂﬁ WM e e -
0 13 26 52 65 78 91

t/min
T BT, RUCHERRRZML . Ehi/NEE , ik
T, EER, BEH, WEER, B, &%, #®
L R IR, BT, SWIEMBEIL
B4 HHEUEEIA

Fig. 4 Identification of common peaks

2.3.5 HMREPEM OB 10 HEEESFE LU ETE S AR
KEGIZE Lo mAT Y < v 2 (653 +8 801 1S AH AL
VMRS (2004A hR) #EATEGEIEDTHL, W75 4H
LR /5104 0.995 . 0.990, 0.996., 0.998. 0.997
0.998. 1.000, 1.000, 0.998 . 1.000, #LL#H 5 H
1 KTF 0. 900,
3 iFig

SCERRGE, B SAEEE . KETENMNTZE
T LR B A UIE Y AR, R IE S WA
FROH W Y, S AR T
RS U B R B, NEERR . DN BE
B, ETT, ZMRER, EAH ., DUES S,
FHT A R o i ) o 2 A, RIS
EnAE Rl %l 60.38% , RSD Ky 5.79% , iMihMR
INBETRAY ) R 69.25% | 7.04% , Ak TRRE, [H
B RSD 88K, ANFFA M ARZR, HIE K
FXRIAR S S R/ NEER R A RN, A
WOTTE R BIE 2, CEIEFITM &l 5k | o
Ferr 2 & A I (O HERR S . RO, RS AT
Oy SILAR . H IR ORI B R S iR
AINBREREOGT BRI AR A R A T E BN R

B, EMESAHBYIKTIMAG, Bz, e
E oy U T O ol T Rl s S N
ANERERE A R, TR PR LA

oMt EEMBFILTREFHF LI EHEN
5.77 mg/g, FBCEYIEN 80% MR, U
FEHAMET 4.62 mg/g; HPLC $88 BT ARE T
18 N A I, I 15 NHIBBI& 258, B
T 7 A& e, AR 0. 995~1. 000, L
FUE R KT 0.900, HRAE A A 0ER ¢, (RSD<
0.65% ) FIAH Xt 1 1w AL ( RSD 7.79% ~ 26.98% )
ALAL, 10 HERE SRl A R AR e, R A EA
W25 5, AR R AT HZ M i A —, drlfg
SRR RS- | WA AR AL A (Y TOTE K AN
REVE THEE, A5, R8sy — Rl o) ik
D E B MR AL TP B A SRR/ N B A A
IR IR T =8 #E W A BE R
BT 2 AL ) 500 R s o

SE .
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