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Studies on the component and the effect of
release of marker component in plaster
formulas and tonic wine formulas. (3-3)-
Studies on the component analysis and
quality control in patch formulas
preparation of Chinese herb medicine

Lay, Horng-Liang
National Pingtung University of Science & Technology

ABSTRACT

A facile HPLC method for the quality control of nine marker substances was
established in the reversed-phase mode. These marker substances, the active
ingredient in formula preparation of Ru-Yi-Jin-Huang-San, including berberine
from Phellodendri Cortex, emodin, sennoside A, sennoside B from Rhei Rhizoma,
curcumin from Curcumae Rhizoma, imperatorin from Angelicae Dahuricae Radix,
magnolol from Magnoliae Cortex, hesperidin from Citri Leiocarpae Exocarpium,
and glycyrrhizin in Glycyrrhizae Radix are resolved and quantitatively measured
under the gradient elution. The formula either in the water-base or oil-base patch
from different manufactures were also analyzed for quality evaluation. The relative
standard deviations for intra- and inter-day analyses with the recoveries exceeding
93.3% were found less than 5%.

Keywords: Patch, Ru-Yi-Jin-Huang-San, HPLC.
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Fe SR BB BB P EIE R A e BT K % (model drug) 0 AT
A HPLC 5#r F ik B o

(=) RAKHE
W BLRH HAEFTNETEALT
(2) WBLERBRTNEEREMUE
LR 75 M %

AR 258 FM 125g  RF 125g- 8% 125g- Gt 125¢g
BiSg-MESg-HESgBRSg-ERBESge
2.8 MK
LHE TR BM o BASELSA T E SRR -
(m) FREPENFFZEENE

135 4% AR5
(1) %4 : berberine™ B 47 B & 4 4L -
(2) X% : emodin, sennoside A, sennoside B® 8% & Extrasynthese
(3) % : curcumin"®#% & Sigma °
(4) @it : imperatorin® B 47 B B 4h4L -
(5) B4k : magnolol"*'? g 47 B B 41L -
(6) B & : hesperidin*'® g 47 B s 4h 4L o
(7) # 3% : glycyrrhizin" Vs & £ L % 2

2B REYE

paeonol (216 pug/mL) B 47 ¥ &k 41k -
(Z) RBEREH

95% Ethanol (/& & )~ #4#hKk (18MQ » Millipore ) ~ Acetonitrile (LC
#8 ) ~ Methanol (LC # ) ~ Phosphoric acid (4% ) > 0.45um ;&£ (Millipore ) °
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WA IR 25 g H48 125g AF 125~ §% 125¢- B 125¢ &
ASg MRESE HESg BMRSe ARBES g BATTIRE

Lk 3R C A% b3 3 b o Rk 1000 mL 258 24 /1N 2L 150°C o 3
B3N 0 A IR 3 A R R B 2 1000 mL o Bp A do B AR
Jit i 3 BRUR

2.LEE3EIR ¢ A B 84 o T BE 1000 mL Ao i@ i AR 24 0 4L 0 A
HABELA CELEE 1000mL » Bf A4 &4 F ML EEBUR
3.50% ZEEH AR 45 L HA A S0% ZBF 1000 mL Ao H=5H 3 H 24
B A & BE LA 50% 822 & % 1000 mL Bp & 4o & 4531 50%
L EEFEEUR ©

4K R 5 LB A 1000 mL Ao hi@A IR 24 R 0 R YA
WBIE I A KEEE 1000 mL > Bf Ado E A FHAKERR -

=
A AR o AU A B B A 2 AR o
(=) #mt%

LA R DR EE R 40 E 253U E EHR%& 100 mL » /v n-hexane
& methanol & 500 mL i# 47 4 & & #7 3£ B methanol & > & 4% methanol
BB RGEIE > TRESOML 5w — TREZNIAZEN Y 4
4 0.45um B8 B B8 R A HPLC T & o471 X de °

QUBHER B L EE BB L TR CEERRBRRIEGES > U E
HEZEZES0 mL #5w— EREZNIAZEYE 1L > & 0.45um &%
B iBE R A HPLC & 204 2 dh o

3.50% L EF R ER 1 Bl i do E A R EL 50% T BF 3E BROR 48 0R R R 45
% UEEMERE SOmL tHhw— T REEZNIZE,EIHK &
0.45Um @ i @ JE A & HPLC & & » 41 Z AR &

4KREER A EE e B RHKEBRERBRER U ZHMT
2250 mL 5k — R IREZNIFAZEYE % 0 & 0.45um &% 8
Je R A HPLC T & n 2 o

S.HiEBREREEBA LS

B2 RERBEOELITHEBALL FEREBAEE
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Z 10 2T EF/m B EER > &38E ~ B¥EE > AT ERTEE 10mL -
#u n-hexane 10 mL & methanol 10 mL i# 47 4 & /& #7 it Bx methanol & - &
#% methanol & iR IE 415 £ 5 E 10mL E 5 ho— TR E 2 WAL &
M E 1% 0 & 0.45um BJE B BIE R A HPLC & & 547 XM

( =) Calibration curve & 3@

AEAE B A $ BAZ R 5 3 5 il B 2 70% methanol #% FE3AELR — 4 5] & B
B JE & 0 berberine 4K A 2 6.25 ~ 12.5.0 ~ 25.0 ~ 50.0 ~ 100.0 A& 200.0 pg/mL ;
sennoside B & 0.625+1.25.0~2.5.0~5.0~10.0 & 20.0 pg/mL ; hesperidin % 8.75 -
17.5~35.0~70.0 ~ 140.0 & 280.0 pg/mL ; sennoside A % 5.0~10.0~20.0~40.0 ~
80.0 & 160.0 pg/mL; glycyrrhizin 2 7.5~15.0~30.0~60.0~120.0 & 240.0 pg/mL;
curcumin 2 11.25~22.5+~45.0~90.0 ~ 180.0 & 360.0 ug/mL ; emodin 2 1.875 -
3.75~7.5~15.0 ~ 30.0 & 60.0 ug/mL ; imperatorin & 1.875 ~3.75~7.5~15.0 ~
30.0 & 60.0 ug/mL ; magnolol % 1.25~2.5~5.0 ~10.0 ~ 20.0 & 40.0 ug/mL -

TREAREDBERE RN mEENIFARE D B 045 pm JEEBIER 0 4
HAEAZ Rt 2 750k 0 £ 20 uL 72 N HPLC AT 5047 » AR B P SRR 8
SLEEERFILS Y MEAZELZREESE X o KB HERESL > ERIFAZ
ozt uBF il (y=ax+b) BAAMGE (r)-

(W) 5% Fikzmk sk (validation) *'7?
1.5 B (intra-day ) ~ £ 8 W (inter-day )

BREARETR IR EGEZEDERA P~ HZHRE > B
— B EZ AT SR BN 24 NN R AR 24 N R TR R T X
MZR AR ERRERSAFZIHRBREZELORLAZTY
B~ BRpERG B -
2.6 % (recovery)

(1) BAZEERKZ 1.5 mL p3lRm=RFRERE (25 AKRE
CI~¥RECm-~ [iRECh) ZHERTZRELER BE—R
B EREE=Z 0 HmBEXAZEL & 0.45um BJEEBIE -
At HPLC 547 > 9 B FiiF 2R E& A C1~C3 -

(2) oMW ARRAREBIERZARE GBI ZI5E R RE Co o

(3) KAFRFZRESIEE > RO FHEERT S EAIUAZE

-390 -



TREFR F22H KT

— ~ 48 (berberine ) ~ A% (emodin > sennoside A - sennoside B) ~ &3

(curcumin ) ~ & it (imperatorin ) ~ Z4k (magnolol ) ~ fR & (hesperidin )
B H (glycyrrhizin) £ A m o AFERy > A ELT8H S
85 41 2 HPLC ¥ & ik

= ~HPLC %#f % ;£ % intra-day - inter-day * recovery #2035 » L E &
BRI -

ZRREBIEERATBRELZ B BEELIT T EI RFHEENRR
PR

T SR IR~ LEERER ~ 50% CEF R ~ K IR E R B4 2 ARG A
RSB E R B2 KM e B A LA B RS2 TN o
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1.Column : Inertsil 5 ODS-2, 4.6 1.D.x250mm.

2.% 848 : 10%A 70% acetonitrile ( Z-sA&iEE A pH /E 4 2.8) #4744k
B Rk — -

3.EAE 20 ul.

4.7%:% 1.0 mL/min.

SHEEKRE0~T2 p4E% €A UV 275nm> 73~105 44 % UV 250nm >

106~145 442 2 UV 220nm.
6.m & - 30C.

— ~HPLC =z 52

LA berberine ~ emodin ~ sennoside A ~ sennoside B ~ curcumin ~ imperatorin »
magnolol ~ hesperidin & glycyrrhizin £ AfE 0 B35 E My » CHENEL 5
#HZ HPLC ¥ ik - AR ATE — Ao > R R G EERER S ZH G & A
= #4 berberine /%% 85 fa] A 48.51 4~ ~ K55 sennoside B » sennoside A > emodin
Z BT B A 55.51 4~ 69.64 4 & 108.92 4 ~ &% curcumin Z #5385 Fa
% 103.39 5 & 10299 4 ~ G1F imperatorin Z GG eF A 111.14 o ~ B
magnolol 2 /% 9 85 R & 113.63 4 ~ R & hesperidin 2 /% %3 85 R & 68.96 7 B
¥ glycyrrhizin 2 7% G & f] 4 95.25 4 » WEFAZE M E paconol & 84.34 4 - it
BAREFHEM - RF-EF -G B RERBFEZHD > BEIEZR
X% B 48 PDA detector 323432 B T < S0 [F > BA T A b o BEAR 4T AR
TEEERRSZRERTE B T Hb R T 0 LA RIF o8 R(E
—~1) o B B~NE B S F B 2R - ethanol 22 ~ 50% ethanol # B ~ /K 2
B b PERE A ROKMERE A 2 HPLC B A7 ] > TR 83 RAF o B R - SR HF
T E T A e B e R R R R A & E AR Z AR

=~ FERER

# = ~ = A intra-day ~ inter-day & recovery Z #E R R o BIE AR R
JEA& ~ P~ B Z intra-day & inter-day iRl 4 £ o inter-day 2 CV A H K
7 intra-day Z #8r5) » 2288 3 ¥ 5% BB B 4F o recovery # R B 4E 93.30
+ 2 .30~113.63+ 0.79 2 » BA R&FHELE -
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W RESZ A

Berberine #£ 6.25~200.0 yg/mL ;Z E S EZ £ g H 2R 5
y=0.0279 %~ 0.1469 (r=09996 » n=5).

Sennoside B £ 0.625~20.0 ng/mL ;E E s E A2 B dhsg H 2K B
y=0.0108 x + 0.00007 (r = 0.9998, n = 5).

Hesperidin f£ 8.75~280.0 ug/mL B E S B2 2 shsg H 2K A
y =0.0056 x +0.0219 (r=0.9996 > n =5).

Sennoside A £ 5.0~160.0 pg/mLjE E S EZ 2 g T 2R A
y=0.0169x + 0.0021 (r=0.9997 > n=15).

Glycyrrhizin #£ 7.5~240 pg/mL R E S B2 2 h g T 2 X B
y =0.0044 x — 0.0045 (r=0.9994 > n=5).

Curcumin £ 11.25~360.0 ng/mL & s, B2 £ ghsg 2 X &
y=0.0155x+0.0382 (r =0.9999, n = 5) (high concentration).
y=0.0163 x +0.0039 (r =0.9999 > n =5) (low concentration).

Emodin £ 1.875~60.0 pg/mL jE E S EZ 2 g F R X A
y =103744x+41739 (r=0.9997 » n=5).

Imperatorin ££ 1.875~60.0 pg/mL B E st E1Z £ ehsg H 2R A

y = 0.0527x+ 0.0466 (1=0.9995 > n=5).
Magnolol £ 1.25~40.0 pg/mL R E S EZ £ eh g H 2R 5
y =0.0668x + 0.0219 (r=0.9999 > n=5).
U EEIERR T ZARESRY TR RO ERMA > BT RE S48
BT RERETE °

hZ-BEHER

AW R AWELEHRWRARER AR ERR SHEELALH L2 HiE
A o Eﬁ%ﬁ#aifrﬁk'\%é‘é}ifﬁz#% » Sitide o
W REBEHEERZ RS E I

Berberine : 50% ethanol>ethanol >7K>J /é
Sennoside B : 50% ethanol>ethanol >7K>J &
Hesperidin : 50% ethanol>ethanol >7K>J. &
Sennoside A : 50% ethanol>ethanol >7K>Jk /&
Glycyrrhizin : 50% ethanol>ethanol >7K>Jf /&
Curcumin : ethanol>50% ethanol>7K >t &
Emodin : &> ethanol >50%ethanol >7k
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Imperatorin : ethanol>50% ethanol>7K>J i

Magnolol : ethanol>50% ethanol>7K>J i

DAL 4R BT B A B AR A 50%ethanol © H =k % ethanol -
2.5 HEERERERHENN Z AN EEL

(1) AMaEA £ HPLC & #7 B + *T 14 /8] 2] berberine -~ hesperidin ~
sennoside A ~ glycyrrhizin ~ emodin & magnolol % 75
Ry E4E 4 0.09£1.06~0.80+0.23 mg/one
piece °

(2) & HEBEA 42 HPLC & #7 B + =] 148 #] berberine ~ sennoside B ~
hesperidin ~ glycyrrhizin ~ emodin ~ curcumin &

magnolol ¥ 5wy H4 54
0.002+4.32~2.32+0.78 mg/one piece °

i

15~ R

<>
—~&EW

(—) 40 & 473 L5448 (berberine )~ K% (emodin, sennoside A > sennoside
B)~ £+% (curcumin)~ &1 (imperatorin) ~ BZ4p (magnolol) ~ fR
% (hesperidin) &+ ¥ (glycyrrhizin) & 2L fE i B35 1E R 5 0 A A
paconol & NIRZEMY - HiEw E L wH#Z HPLC oW H AL
intra-day ~ inter-day & recovery H s iREx - BB~ HERER AR
MR REFEBABEH T L TEARS o ELRTH
ZAEAERRE SR ZEIE FRLEER B -

(=) BT HERZFAEEH A 50% ethanol - H =k % ethanol -

=~ #H

RGBBA 2 ZEREH U AE AT EZ AR F L ELTHERIEK
1£ 75 4% 2 ethanol 2 50% ethanol > M fffik 2 LB IE R IE A8 - 2 REBC A 2 78 X Bl
RETERE AR A R DM T & 3% 4+ & B & B4 ethanol 2 50% ethanol
ERULEES -
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R wELEEBHAZIEEFTREN

Time Flow rate Mobile phase A Mobile phase B
(min) (mL/min) (%) (%)

0 1.0 97 3
10 1.0 97 3
25 1.0 94 6
36 1.0 94 6
45 1.0 88 6
50 1.0 87 12
60 1.0 87 13
70 1.0 70 30
75 1.0 57 43
80 1.0 55 4
88 1.0 55 45
90 1.0 40 60

100 1.0 28 72
106 1.0 15 85
110 1.0 15 85
120 1.0 10 90
130 1.0 0 100
40 1.0 0 100
145 1.0 97 3

A: 10% acetonitrile (adjusted to pH 2.8 with phosphoric acid).
B: 70% acetonitrile (adjusted to pH 2.8 with phosphoric acid).
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R~ wELEH IV I EZFRBMAEB BRR

Compound Concentration CV(%)
(1 g/mL) intra-day (n=5) inter-day (n=4)

200.00 0.12 0.65
Berberine 50.00 0.44 1.01
12.50 0.24 1.33
20.00 1.26 1.31
Sennoside B 5.00 1.11 0.81
1.25 1.36 1.65
280.00 1.36 0.74
Hesperidin 70.00 0.56 0.31
17.50 2.05 0.89
160.00 1.31 1.05
Sennoside A 40.00 0.59 1.68
10.00 0.41 1.25
240.00 1.42 1.37
Glycyrrhizin 60.00 1.19 0.41
15.00 1.52 1.88
360.00 0.88 0.55
Curcumin 90.00 1.22 0.46
22.50 1.25 0.53
60.00 0.51 0.43
Emodin 15.00 0.59 0.43
3.75 0.33 0.54
60.00 0.54 0.58
Imperatorin 15.00 0.25 0.33
3.75 0.33 0.41
40.00 0.52 0.54
Magnolol 10.00 0.16 1.89
2.500 1.64 0.37
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RE~Ww B RHIN T RZZHMER

Compound Added (mg/mL) F ounda) (mg/mL) Recovery (%)

200.00 207.12 103.56+0.44

Berberine 50.00 53.07 106.13+0.55

12.50 13.60 109.00+0.93

20.00 20.12 100.58+0.54

Sennoside B 5.00 5.39 107.81£0.22

1.25 1.35 108.58+0.46

280.00 285.07 101.81£3.76

Hesperidin 70.00 75.12 107.31£2.57

17.50 16.52 94.40+3.38

160.00 159.28 99.55+3.50

Sennoside A 40.00 39.42 98.55+4.41
10.00 9.33 93.30+2 .30

240.00 255.70 106.54+0.21

Glycyrrhizin 60.00 65.19 108.65+0.06

15.00 17.04 113.63+0.79

) 360.00 365.62 101.56+0.64

Curcumin 90.00 93.72 104.13+0.35

22.50 25.08 111.47+0.93

) 60.00 60.34 100.56+0.54

Emodin 15.00 16.17 107.80+0.22

3.75 4.08 108.80+0.46

) 60.00 64.15 106.92+3.76

Imperatorin 15.00 16.10 107.3342.57

3.75 3.61 96.27+3.38

40.00 39.86 99.65+1.23

Magnolol 10.00 10.00 100.00+1.08

2.50 2.73 109.36+1.33

a) : Mean, n=7 ; b) : Mean£S.D., n=7
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RO WwELRBARAERT AZEENTH

Compound Sesame oil Ethanol 50% Ethanol Water
Berberine -- 77.20+£0.45 75.11+0.32 11.17+0.10
Sennoside B -- 4.94+0.02 7.55+0.26 1.14£1.08
Hesperidin -- 182.72+1.33 232.91+1.81 123.34+0.74
Sennoside A - - 27.54+2.21 79.38+2.39 --
Glycyrrhizin 117.46+1.68 139.85+0.98 225.33+0.89 128.38+1.72
Curcumin 93.72+1.48 233.32+1.26 60.96+2.65 4.53+2.25
Emodin 11.41£1.80 9.62+3.20 9.36+£1.81 5.73+2.25
Imperatorin - - 24.03+£1.05 6.36+2.05 --
Magnolol 1.47+0.14 32.37+3.61 22.18+2.14 4.42+2.16
Data represented as mean (mg/one dose)+C.V. value (%)
RE W ELRHBORERBHIER ZEELHH
Compound TR PR AT THTERGAT
Berberine 0.58+1.25 0.12+0.19
Sennoside B -- 0.02+1.38
Hesperidin 0.25+0.12 0.02+1.20
Sennoside A 0.09+1.06 --
Glycyrrhizin 0.80+0.23 0.28+0.89
Curcumin -- 0.002+4.32
Emodin 0.12+£2.22 0.45+2.82
Imperatorin - - - -
Magnolol 0.46+0.48 2.32+0.78

Data represented as mean (mg/one piece)xC.V. value (%)
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5% - CCMP90-RD-009 ~ CCMP91-RD-112 ~ CCMP92-RD-109

TREBHRBBRBZ RS T RELRE
HHBEZARE (1-3~3-3) FREBAH LA
ZRATHEREERZHAER

B

B 3B R AR K E

el

#H %

RBAREBERTER TR RBIBIZ > 5055 SR BB IR
IR BB B F ERGEEAVER > ZCRES RO ERR
FoARNTRUALPIRAD  F2AMBE BRT KT %ZFTRWE
EERMFTRAIHEAH L MEEEREBA 2 HPLC 547 7 ik - £ F1RRBUE
A sk F (gomisin A » schizandrin ) ~ 1y % ] (loganin ) ~ B 4% (cinnamic acid »
cinnamaldehyde ) ~ % §F (scopoletin - ferulic acid » % A& AL FEI54Z R ° B
BAFIRBBES R RES#2 HPLC 24 ik - BREFTRI S ~F 8
( aconitine ) ~ A 4 ( cinnamic acid - cinnamaldehyde ) ~ & £ ~ £ &
( isoimperatorin ) ~ ‘& % ( ferulic acid ) ~ 7 %4 # ( paeoniflorin ) ~ H ¥
(glycyrrhizin ) ~ 7t 2= (harpagoside ) ~ A% (emodin > sennoside A > sennoside B )
St — o AhEERy MEBET % Ra R #HZ HPLC 54 F k- K
ZF A (cinnamic acid, cinnamaldehyde ) ~ 7t % (harpagoside ) ~ & it
(isoimperatorin ) ~ 7 %) # (paeoniflorin ) ~ & % (ferulic acid ) ~ A% (emodin -
sennoside A > sennoside B) AR AIZ Ry HEXKT T % Ru By
¥z HPLC o#Fik o T2 XKMEBAEHF ~ ) & (ferulic acid) > %
( paeoniflorin ) » # ¥ (glycyrrhizin) > A 4% (cinnamic acid > cinnamaldehyde ) -
%% (calycosin) FXEUAELMEIAZRY * HETERBEB S Ry B oM
2 HPLC %5 #1 F ik ° ¥k = & LA i& (berberine - coptisine ) » 544 (berberine ) -
X% (emodin > sennoside A ) > 7t % (harpagoside ) » & % (baicalin > baicalein )
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Sfmm AERS HB&ZF 5 ma RS Z HPLC ¥ ke &
45 ¥ &4 (berberine) ~ X% (emodin » sennoside A » sennoside B) ~ &%
(curcumin ) ~ G ¢ (imperatorin ) ~ 24} (magnolol ) ~ & & (hesperidin) & #
¥ (glycyrrhizin) £ A MM A4EERSY MBEWEL TR S RO RS Z
HPLC %547 ik o 32 N# F B2 HPLC 547 F ik B B L3 0 133 R T
HEFERZEER BIRBEE FILEETHR 2B NEREBZE
REME BRI

Blegs BB A BB KRCF -BRFT - 2PIRBAE T2 ABERA - %=

< o & 4% 4 ~ HPLC

= R
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CCMP90-RD-009 ~ CCMP91-RD-112 ~ CCMP92-RD-109

Studies on the component and the effect of
release of marker component in plaster
formulas and tonic wine formulas.
(1-3~3-3) -Studies on the component

analysis and quality control in patch
formulas preparation of Chinese herb
medicine

Lay, Horng-Liang
National Pingtung University of Science & Technology

ABSTRACT

Patch is common dosage form in the preparation of Chinese herb medicine.
Since sesame oil is used in extraction as in traditional preparation methods,
conditions such as temperature and duration adopted in extraction will affect the

components and appearance of the products.

In this project, we selected six model drugs, King-Mon-Long-Fong-Jyo,
Wan-Yin-Gau, Tai-Yi-Gau, Shyr-Chyuan-Dah-Buu-Yaw-Jyo, Rui-Yun-Gau, and
Ru-Yi-Jin-Huang-San, either patch or tonic wine form to develop analytic HPLC
techniques. In King-Mon-Long-Fong-Jyo, gomisin A, schizandrin in Schizandrae
Fructus, loganin in Corni Fructus, cinnamic acid, cinnamaldehyde in Cinnamomi
Cortex, scopoletin, ferulic acid in Angelicae Sinensis Radixwere were used as
indicator components to analyze multi-components simultaneously by HPLC. In
Wan-Yin-Gau, the indicator components were aconitine in Aconiti Radix and
Aconiti Kusnezoffii Radix, cinnamic acid, cinnamaldehyde in Cinnamomi Cortex,
isoimperatorin in Angelicae Dahuricae Radix and Notopterygii Rhizoma, ferulic

- 409 -



TREFR F22H F TR

acid in Angelicae Sinensis Radix, paeoniflorin in Paeoniae Radix Rubra,
glycyrrhizin in Glycyrrhizae Radix, harpagoside in Scrophulariae Radix, emodin,
sennoside A, sennoside B in Rhei Rhizoma. In Tai-Yi-Gau, cinnamic acid,
cinnamaldehyde in Cinnamomi Cortex, harpagoside in Scrophulariae Radix,
isoimperatorin in Angelicae Dahuricae Radix, paeoniflorin in Paeoniae Radix
Rubra, ferulic acid in Angelicae Sinensis Radix, emodin, sennoside A, sennoside B
in Rhei Rhizoma were employed. In Shyr-Chyuan-Dah-Buu-Yaw-Jyo, ferulic acid
in Angelicae Sinensis Radix and Cnidii Rhizoma, paeoniflorin in Paconiae Radix,
glycyrrhizin in Glycyrrhizae Radix, cinnamic acid, cinnamaldehyde in Cinnamomi
Cortex, calycosin in Astragali Radix. In Rui-Yun-Gau, the indicator components
were berberine, coptisine in Coptidis Rhizoma, berberine in Phellodendri Cortex,
emodin, sennoside A in Rhei Rhizoma, harpagoside in Scrophulariae Radix,
baicalin, baicalein in Scutellariae Radix Regarding Ru-Yi-Jin-Huang-San, berberine
in Phellodendri Cortex, emodin, sennoside A, sennoside B in Rhei Rhizoma,
curcumin in Curcumae Rhizoma, imperatorin in Angelicae Dahuricae Radix,
magnolol in Magnoliae Cortex, hesperidin in Citri Leiocarpae Exocarpium, and
glycyrrhizin in Glycyrrhizae Radix were used as indicator components to analyze
multi-components simultaneously by HPLC.

The analytic HPLC methods described above have been confirmed to be
reliable for quantification. These methods can also be used to establish standards
for quality control to ensure the accuracy and efficiency in Chinese medicine
preparation.

Keywords: Patch, wine, Tai-Yi-Gau, Wan-Yin-Gau, King-Mon-Long-Fong-Jyo,
Rui-Yun-Gau, Shyr-Chyuan-Dah-Buu-Yaw-Jyo, Ru-Yi-Jin-Huang-San,
HPLC.
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J

o}

TERRBME = REMFM RS (SRB) ¢ R E=EHA Lr o’ ¥
FEMARHAERS O WRIGEANTERAEARANES A MR E 2B
HAK > AREEE —ReRBA T PEFRERS > TREABERASE -
EWRAEDFEAM RS (SRB) @R PHRABMIBA T PEEMERTIHZ
Bt c A LBARBAH T ERRNERZERAREBLRERS -

wih > YRBEZB L TR TERNSHRARY ¥ TAEZRELE
BRTPREMNZE BETFEL BATELETHZEELEHARRTIZN A
—ARE - AT PEBENSHRARY  FHEATHERKETY HiEEH
¥ REARESS B RS C BRI T B PEILL S RBRAEH AE
FHRZ A R R AT A AR AFERAA TR - Bt 8
HEBHARRBERZ T - AL ELBGRNGLERA SN £ T PE
By SRR RY  F—EANEE RABLEEPEEHLY R PHEE
RAABHERALETEPELENDE  — B PHEBREL2 2R el
BB ATHIRIEAE 2ALE“BRBEATFETA—BR FHFERG I F
Rk EER G HER RS HEZ - BPERG  N%RER -
REBREFHEFEAFE AT REEHNAAE RBABA+=—F =4 —8
MBS mioi T RIEBIFG - FRFW G - R R
moRRAEAL AR FCRETFR WHER - BB KB
g EE —+ BT RGEB LR ERMANEELERBCREDL N
A AR AR T P R R R BRTIS AR R R ERRAAKIE
EFIE  RHABEAHIE > RERMZBETHE HEEFEEER T
BT ER AR AFREY T b R BT R E EERFARE
EFE PORARE—RIPEEZERBERAERMEZ — A EFAZ RS T R
e BAHRNLEERGE _TEFBAFEERTZEE 2L HERFY
B OISR 2 oL ARG o

BB HMREBAHTERFTAOEBIER R4 H R SR b BIBREIR R
A GER G BB E B ERREGRABERTEILRELERNESLR
90~ FEFHEULPIREBRABA RLF -BREFT %=F T2 ARHE
BRAELEREARTAZIT AT S MEEBAREBZEERERY
HPLC 547 ik > R FELRRZIIE > TR X HEF BRI e gL &EX
ERAZE > FPREEHZ B 0 DR E 2 ErEM R A -
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A~ AR A

— ~ HH
(=) At+EEHE
1.7 &l

(1) &8 : 2P BE
(2) B4 RTF-BRF
ESREBAER P EZTRANRCT BRT BB PE
ELFIRERE X % (model drug) 47 A HPLC 4 H g2
B8 o
2.8k FHARE
(1) 2FFRE A Z NS PRBHLEN
@)k6%=%ﬂ£%>
(3) BEF : ABEHREE "
3ERFTNBERESWE
(1) RF %
APIRERE C ZkF63mg- LERK 125mg -~ B X 6.3 mg -
R#EZR 12.5mg >~ A4 2.5mg ~ £5 3.8 mg ~ B
BimZE 1.0mL -

LEF CHAE-BE-EH LA FHEAME S KE
REE—F > FT#H =48 - 0w s ik - & —a
Boofth—H s RAwWt+HR o JLERE  RBE=4 0 R
WMAE e

BRFT NE - EHE - AHET -GX -GA LR AL -BE -
THARNE - RAF XL - REF-FLF - BE
HEBFHE - LE - KRg4 15ge

(2) &M &

LHEFBPHEERETE (K FLF ) Mk ~ Mk~

oy R fdr (EE) FE&M > HREMBRAELSAVFEIL

— R BE o

~

%
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4. 3645 M0 B P B AR 4 H
(1) &PRERE
Zok-F : gomisin A ~ schizandrin B 47 % # 41t -
i % A loganin B 4T E a4 AL o
r 4@ cinnamic acid » cinnamaldehyde 3% & Fluka o
% 5“1 scopoletin » ferulic acid 8 & SIGMA -
M ERAZ E 4 H  nobiletin (40pg/mL) o
(2) BEF
N g ~ E 19 aconitine 3 B SIGMA
M 4“7 ¢ cinnamic acid > cinnamaldehyde 8 & Fluka
&t~ £:2"7 ¢ isoimperatorin AR 3 A2 B R K HIZIA o
% 541 ¢ ferulic acid B 47 B 3 4h4t

# % #1519 ¢ paeoniflorin B 47 % 8 44k
H 3 0 . glycyrrhizin B B 3K\ 2 &

@423 : harpagoside B & EXTRASYNTHESE

Wi

TS
K £%2D : emodin B8 SIGMA > sennoside A ~ sennoside B B 4
EXTRASYNTHESE -

N ERAZ E 48 ¢ propylparaben (60ug/mL) e

(3) XT#®
r 4@ cinnamic acid » cinnamaldehyde 3% & Fluka o
& 2" isoimperatorin &%, h K2 & R K IR o
%5 s P ¢ ferulic acid 35 8 SIGMA -

7% ¢ harpagoside B & EXTRASYNTHESE -
%5 8% 1 paconiflorin & 47 8 & 44k -
A& emodin 8 & SIGMA > sennoside A ~ sennoside B 8 &
EXTRASYNTHESE -
g ERAZ 48 ¢ propylparaben (60pg/mL ) -
5.3 Bon i
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95% Ethanol (/> & B ) ~ A4k (18MQ - Millipore ) ~ Acetonitrile
(LC # ) ~ Methanol (LC % ) ~ Phosphoric acid (454 ) » 0.45um & B
( Millipore ) °

(=) At+—fgitE

1.75 %l
(1) &8 +2KRMEH
(2) BBA 2T
SR EBAEB PEETRAOGEFT BBPEET ALK
A0 %A% K % (model drug ) » #47 A HPLC o#f F ik 2 FA % -
2.8 FRAE
(1) +2RHBEE: HAZNSFPRABABAES
(2) =¥ BRpEg™
3R NBEREMIE
(1) RFTAE
+ 2 KRBEA  £H375mg )| E 15.0mg ~ &% 22.5 mg ~ 3
Wk 300 mg ~ &£ 200mg~ £%30.0mg -~ &
f30.0mg~ H¥ 100 mg ~ A4 125 mg ~ £ %
22.5mg ~ BB mE 1.0mL o
CEECREF AL EFMCARETFE B - BE
M MEMEE S FBE S ARETLRBIART °
(2) #HUE
LA B2 BMH o BAEASRTEH B -
AF5AE R RN AR
(1) +2RHEEE :

¥~ 5@ ferulic acid B 47 B8 sbAL o

m@u}

& 3119 1 paeoniflorin G 47 B & &AL o

I A glycyrrhizin B g B L & & -

r 4% : cinnamic acid > cinnamaldehyde 8% & Fluka e
%2019 1 calycosin g 47 B 8 44L

M ERAZ & 48 @ methylparaben (200 pg/mL ) °
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(2) %=%:
%3~ %4979 ¢ berberine, coptisine B 47 8 8 41k o
j:-%(zém) : emodin, sennoside A #% B Extrasynthese °
7% ¢ harpagoside B & Extrasynthese
X 57 baicalin, baicalein & 47 % & 4k -

M EAZ E M E ¢ thymol (600 pg/mL) o
538 REH

95% Ethanol (/& & )~#84h7k (18MQ > Millipore )~ Acetonitrile
(LC #& ) ~ Methanol (LC # ) ~ Phosphoric acid (4% ) 0.45um

JE B (Millipore ) °
(=) At+=%EKtE

1. 77

AR EBA LB P EETANELS T HEHRKXE (model
drug) » #47 A HPLC 4545 F ik Z B2 o

R ARIE
S S TEONEa Y E T
3o A EHOR N B A MU
(1) RFAE
R g FM125g- AH 125~ 8% 125¢g~81E
125~ BANSg BRESg HESg BRSg-ARbBLSg-
(2) #HksE
EAE T2 E o B A E G —
4351 R RN IRAR 4 E
(1) #Emn -
#4779 1 berberine B 47 B g 4h4L o

j:-%(zém) : emodin, sennoside A > sennoside B # B Extrasynthese °

pilid
Wi

#0859 ¢ curcumin B A Sigma °

\53 i

;17 ¢ imperatorin B 47 B 8 4b AL o
2 4049 1 magnolol g 47 ¥ & &AL o

R o

-415 -



TREFR F22H F TR

B & - hesperidin & 47 % A 4t 1L o
+##@2 : glycyrrhizin 4 B kL # 5 -
(2) NIZEME -
paeonol (216 ug/mL) B 47 E & 4h4k o
5 REE R IBW
95% Ethanol( /> & & )~ #8 4,7k ( 18MQ > Millipore )~ Acetonitrile

(LC #& ) ~ Methanol (LC % ) ~ Phosphoric acid (454 ) > 0.45um
JE B (Millipore ) ©

= RBZERERMH
(=) At+FEFE

1.5 B Bk 2 2
(1) 2P3ERA
aREBERE (f28) k@ (20°) ZBER
A%F63g LER 125 BERK 632 HEE125g-
mfizsg‘%@%38g #2439 g AT E KB (20°) 455
I mg 2 242 (87.8mL) 4 4£(175.6 mL)~8 4% (351.2
nﬂJ~124%(5268nﬂJ\164ﬁ(7024nﬂJ~204i(8780nﬂJ
SRREBZAE EFRTHEI EHMETER ©BE L
TEE—REH BFTHEEEZRSSGEZIERME -
b. R ) % 3 BRAE A
LHAPIRBEEM ERm 1.OL 7 &KiE (20°) 25 &
FTRTHE 3 ZH~45CEMREER 24 /) voF ~ 60°C =R A 12

INEF S ERRR R 3N ERE) RS RBELEREE
—XEH  BFHEEZRY G EZIEEN -

CHRERRZHRBRR

mE (C) A¥ BHeE (%)  m#E FF (ml)
30 15 70 10 50
30 30 30 10 50
30 30 50 5 50
30 30 70 5 50
30 30 90 5 50
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30 60 30 5 50
30 60 50 5 50
30 60 70 5 50
30 60 90 5 50
30 90 30 5 50
30 90 50 5 50
30 90 70 5 50
30 90 90 5 50
40 15 70 10 50
40 30 70 10 50
RERHERA ﬁa/\m:*’a‘;%ﬁﬂ%ﬂ‘i“aﬂ@%ia P T Z AR S
(2) BRF - RIE R A %m?#ﬁﬁ EBEHES A
% LU XA XA ek FH

%H%‘%%~%$‘%%‘#ﬁ‘%%‘i$‘k%‘
REFEIS5g#£255g AT F IR IE
a ol B A HE M Aol 1,000 mL 3258 24 NeE > 22 150°C
ﬁﬂﬁhgﬁx 3 /IN B ?ﬁ %Q/jﬁk/ﬁlﬁaﬁuékié
1,000 mL > Bp 2 & J& 5 ik & £ BRUR o

b.ZEEHER ¢ 4 L # M Ao L8 1,500 mL Auhi@ R AR 3 /e
%o RYHBEIACELEE 1,500mL > BpAE

JEF CERERR -
c%%&ﬁ?ﬁ.%LimﬁMﬂMG%JﬁMmLmﬁkﬁﬁﬁ
gz

3 NNEEE 0 A& HBEILER 50%C BT
1,500 mL » Bp & ¥ J& & 50% B2 X Bk -

d. K BB E i # b husk 1,500 mL Ao #hi@ i B 3 N eE 44 0 A
AR I A KT & E 1,500 mLo Bp & B F K EBUR o

) RTF HBREFBZ1/5 8> bhrkhy sk RITFEHR
HEABEMELANME -GE - EHF T FHE - 4
WE - REF-LEREL15g-FT#225g- 9% 3.75¢g
R #225¢ £ 12825 ¢ WATFZRIE :
a. ik ik EER HF B A Aokl 600 mL iZ 8 24 B 5 24 150°C

Ao B B3N A & A @R 30 A iR d ) E 2 600
mL > EPi%i\Zf‘fTu\beHX/& °

b.LEEXER ¢ #F E i B4t A 2 EE 1,000 mL Auzhi@ R 2B 3 NBF
% A&HBELACELEE 1,000mL > Bp A K

L UBEEBUR °
c%%&ﬁ?ﬁw%iimﬁm%%bﬁUmmmMﬁLﬁﬁm
3N REHBELA SO%LEBEXEERE
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1,000 mL » Bp & K 2 & 50% 2. 8% 3 B
d.AK AR 48 b3k # 4 Aok 1,000 mL Ao 3= R 3B 3 544 0 A
WATIBIE I KT B E 1,000mL o Bp & K 2 B K EEGR ©
2.4 B
(1) &P RERE
a. 7k B B4 A5 BR ) i 2 3 BRAR A

B bR B 2 &4 PIRE BUE H B 0 8RR R R B 4
% > L 70% methanol & & % 50 mL 3t FAnill & 2 A2 B MY
%o 48 0.45um JERE BB R A HPLC X B oA % -
bEAALEBE S

HAEAERERMEZ 15 HLFIRBAERL > £330 mL &
R B 4514 0 A 70% methanol & 2 £ 10 mL 3t Fs Avid & 2 79 3f
B E % 0 18 045um JERLBIE 4 AR A HPLC R 2547 2 # R -

(2) B
a. ik A - B Bk B 45 B R B Rk 32 BU& 10 mL 0 Av n-hexane

250 mL & methanol 250 mL 34T % & /2 #7 3t B

methanol /& ° B 4% methanol BB E4E 1% > A

70% methanol & & £ 10 mL 3 FsAmill & 2 Y IFAZ £

ME % 0 & 0.45um JEBEBIE /& sk A HPLC 2 & 4%

Milnk

Mz % o
bLEEER S L HHEREF OEERRSRB RS L T0%

methanol £ & % 200 mL i fivid &2 NIAZ £,
B 1% 042 0.45um JEBEiBIE 1% i A HPLC R E 47X
HE -
c.50% L EFFE | A B BB F 50% OB HE BURLRE R 4
1% > A 70% methanol & % £ 500 mL 3 s Aoid
B2 AL R Y G 15 0 48 0.45um JE BB IR 4 AR
% HPLC R Entrz ¥ % -
dRER A FAHBEEREFRKERRERBREGE > X 70%
methanol & % £ 400 mL 3 i hoili B 2 A2 MY
140 48 0.45um JE BEBIE 14 AR & HPLC 2 8 5 2 ¥ %o

(3) RTF

Al EER DR BB KT F RS EIGR 10 mL > Ao n-hexane
250 mL & methanol 250 mL 34T % &2 #7 3 B
methanol & ° H4% methanol & R/B B4 0 1A
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70% methanol & & £ 10 mL 3 7 huidl & 2 79 A2 &
Y8 1% 0 & 0.45um JEREBIE % R A HPLC 224
Wz R
b. ZEFE R EE 4 K T F B EBURE R R 45150 2L T70%
methanol &A% 100 mL i Fhoill &2 NIFAZ £
B 1% 0 42 0.45um JE L@ %4 i & HPLC 2 2 547 X
HE-
c.50% L BFH B | F L H AR T F 50% T B 2 IRk 48R R B 45
1% > BA 70% methanol & % £ 250 mL 3t s Aoid
B NEAZEY Y 1% 0 42 0.45um JE B BB 14 A%
AHHPLC R = n ¥ % -
dRFER D EREBROFRERRERBREZ > X T0%
methanol & % £ 200 mL 3 Fhoil &2 NIAZ E M H
14 4 0.45Um JE AL BIE 4 iR A HPLC & E o 2% & -

(=) A+ —%R3#E

1.4 B 2Rk 2 2%
(1) +2KH %A
a. I Ik
EE375g~ N B 15.0g~ a4 225g~ 3hibE 300g - ¥
£200g~#%300g - &£300g - HE100g- A4 125¢g~
HE RS- UAEAREZ KB MNREIOL BRREREE
P he B EER 0 H— R A4REE 50 % FH 40 min 0 F=—RA
30%  F=RMA 20% > &F I 30 min > i&JE 14 5 GF E BRI 0 BP
BEERBRBZFZRIR -
bE&ZRLERY S
HAERALHRMVEYTEAFEERBLE LAV ZAES £
*%n%mg/ﬂ\iiﬁﬂ?
EEARETAARBEBRE R
mE (C) X3 BEASE (%) #HE g (mL)

30 30 50 3 50
30 30 70 3 50
30 60 50 3 50
30 60 70 3 50
30 60 50 3 50
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30 90 70 3 50

MRFE N KT~ LS EHRAKREFL10g£50 g0 i
ATTFI R :
a ol BB L A% E IR B A el 300 mL 6 24 JNEF 0 22 150°C
A Bk ZEER 3NBRA% 0 B &0 A i8R 3R B Rk € & £ 300
mL > Bp & %= B Rl X BUR ©

baﬁﬁ&_%LimﬁM6%3%mLMﬁkm§&3$H%
AREABELIRACELEEIO0OmML P A% F
B L EUR °
c.50% Z B F B ¢ 4% b 3 B M Aw 50% 2 B2 300 mL Ao i@k 2R 3
NEER O ARABEER S0%ZEELEZE 300
mL > Bf &&= F S0% LB HEBUR

dKFEER 8 i #4 huk 300 mL fuhie ik B 3 N654E 0 A
SEMGBIE S K E B E 300mL > Bp A&k = B K EBUR o

e BEREERAH LR
HHEEE R REHOIEET T RAERBEESAE
5o By AT Z AR o
2
(1) +2&KAHEE
a. iRk

REEHRBETFERAEBZ ERBREBRBELGESL  AZE
ﬁ&&é%le%M”&&&ZW%%?%gﬁ%MMﬂm
BB BIE R A HPLC R &0z % -

b.E&HEALEABE L
BHERALRMET 2 AMHEBE S SR 30 mL &8R4
% UEEMERE 10 mL EHw— T EEZ NIAZEM,E
1% > #8045 um BB BIE i A HPLC R 25047 2 % -
(2) =%
a. o 2B BRI B 4k = B R b 22 Bk 10 mL» e n-hexane 10
mL & methanol 10 mL i# 474 &2 & #7 3£ BX methanol
}" » % methanol g R R B 453014 » £ 2% 10 mL

A — TIREZNIZRRYEL > & 045 pm &
/}gﬂﬁ BIE A HPLC T E5 42 &

ﬂ¥

i
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b.LER A B LA BE T F LEERRERBIRGER » AT
EHRERESOML 3t Fm— T REZNIAZENY
% 0 48 0.45 pm W@IE BB IE AR & HPLC & a2
HR -
c.50% T EEHIR | E BB E T 50% T B 3 BRIR SRR B 45
% MR BHREEESOML BFHl— T IEEZ
PR A K 14 0 48 0.45 Um B8 B IR A
HPLC R En#7 2 ¥ % -
dRER L BEHER T RERRERBIRER » AT EHR
RAESOmL ik — RREZNIRENEHS - &
0.45 um :BiE B iBIE A & HPLC R EnAr 28 % -
e B RERZET A H &

\‘-;:Z'\‘%} ! i}:— ¢ s3s1=]
(a) = F &84 E R

Mo EEERERBEZFTHREBRA LR Fo
BREBAEZZ 1042 F B hu AR B > 83878 ~ R
1% 0 U EHRELAZE 10 mL » Av n-hexane 10 mL A&
methanol 10 mL & 47 % & @ #7 3£ BX methanol » B
methanol & 7B R 4B #. 1% » & ZE 10 mL 37 he— TR
B2 NEAZ YT 1% 0 42 0.45 um B JE B8 i & HPLC
EENSMZH % -

(b) %= FAMEBRA H L

HaERRERBEZT T RKEEBRAES > Ao
BREBAEEZ 1045 F B Au AR KA - 483878 - B
4% R BMERE 25 mL #him— T IEE 2 N A
R E % 0 48045 um @IE B IE R A HPLC T & 547
ZH R -

(=) Lt=—%EHE
1.7 B Bk 2

I TR HZ AR EMAERR 25 ®4 1258 KF 125
g ¥ 125g-BK125¢- RS- RASe-HESg- B Sg-
ARBESg BIATTFHRE

et
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(1) b 2B 45 E 3 %4 ho il 1000 mL 5278 24 /)N85 > 2L 150°C
e EER 3 R RAYABBELIRAMETERE
1000 mL » Bp & +4v & 4 3 300 8 B BUR o
(2) LEEHER: 45 b3k %44 ho 2 8% 1000 mL Ao b8l R 3B 24 N BE 4% o
ReHBELRCELEE 1000 mL > Bp Ak &4 %
OB REIRR o
(3) 50%Z B2 A © 4§ L3l 4w 50% B2 1000 mL Ao 2@ 7k 3 B
24 \B54% 0 A &0 AT BB 3 A S0% L EEE & £ 1000
mL > BP A 4o & £ & 8L 50% T B R BUR o

(4) /KB 45 E i 244 hosk 1000 mL po#h@ 5 3 B 24 /N5 4% 0 A
YA BEEAKEEE 1000mL > Bp Ao & & F 8Kk

BUR o
(5) B2 RLERAH L
HHEER2RERBEELTHERA LA WA -

2. ¥
C1 )k BB 3 ® 4o & 453U 8 22 Bk 100 mL» /v n-hexane
A methanol & 500 mL & 47 % B & #7 3£ BX methanol /& -
B4 methanol & /R E 4214 0 £ ZE 50 mL E 5
—TREZNIZEWE 12 0 & 0.45um B JE LB IR X
2 HPLC TR E 5 24 db ©
(2) TEEER B EHA R HoE LT OB ERUREIRBRIBELEEL » LA
EEHRERESOML B HRm— B EEZNILENY
1% 0 48 0.45um @I BIE A A HPLC 22 54 24
(3)50%CEFHER ¢ 44 L3 8 40 &4 F 8L 50% L BF 3 BRI R R
Wi O AR EHRERESOML 5 m— T EE 2
NEAZ MG 45 0 48 0.45um BIERBIE R L
HPLC & & 5 #r 2o o
(4) KER B LERBoELTHORERRERBRRESR AT E
HMEEESOmML BFHh— RIREZNIFRENER &
0.45um &% B @78 & & HPLC & & o4 2 AR & ©

(5) ZEB2RLEBH H &
HoOEEPERER B EL TR ERTAE S AwE R &
MEEZ 10 B TE P CERER » L8 - RER > AT EH

Z %% 10 mL > Auv n-hexane 10 mL & methanol 10 mL & 47 5 & &

5
= B
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# 3t BX methanol /2 > & 4% methanol & R B B4z 4.4 £ 5 % 10 mL
3t A — R EZ IR Y E 45 0 48 0.45um BT AL IR AR A
HPLC & 2 % # Z 4 dn ©

RN R = A

1. % BORAR & HT R & LB
(1) @zckAe &4k © Hitachi % &
(2) Autosampler L-7200
(3) UV/Vis Detector L-7420
(4) Pump L-7100
(5) Interface D-7000
(6 ) Data analysis : Computer control
2.20 HPLC R 758tk o o 15 00T F BRAR KATE & 69 o BEARAF

(1) A B ZARE SN REZRMEZVR AR - BRI B RME
Rk K o

(2) & A4 E et -

(3) #ATH — RGBS

(4) BERATIFIRATE > FIETEE B4 R AT E 2L 09154 -
(5) B BZNEN » BITH —RGTR -

(6) EHFH (4) B (5) HE|RIFHELER -

(7)) AR SHRBEV GO E TRZIEEREEERKE -
BB A% SRR BB BEREREIANETE o

g ~ Calibration curve Z z 3r (21-22)
(=) Lt+5E

1.2 BB

KEFE EREHRBARE S I HwiEi &2 70% methanol # FE 3 & 5k,
— 4 5| R BB AR & Lk o loganin 2R BARAF % 300.0 ~ 150.0
75.0~37.5 B 18.75 pg/mL ; scopoletin Z & A& 5 % 50.0~25.0~12.5
6.25 & 3.125 pg/mL ; ferulic acid 2 & 4% 5 % 20.0 ~ 10.0 ~ 5.0 ~ 2.5
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B 1.25 pg/mL ; cinnamic acid Z iR AR A4 40.0 ~ 20.0 ~ 10.0 ~ 5.0 &
2.5 pg/mL ; cinnamaldehyde iR EAKA % 72.0 ~36.0 ~ 18.0 ~ 9.0 &
4.5 pg/mL ; schizandrin 2 ;& B 4% & % 200.0 ~ 100.0 ~ 50.0 ~25.0 & 12.5
pg/mL ; gomisin A Z & EE AR F % 80.0~40.0~20.0~10.0 & 5.0 pg/mL -

A AE A Y BARE 5 B A vl E 2 70% methanol 5 #E358 ELA,
— % 5| R ) B EAZ & %Kk - paeoniflorin 2 J& B4k 5 % 40.0 ~ 20.0
10.0 ~ 5.0 & 2.5 ug/mL ; ferulic acid Z /B B AR F & 96.0 ~ 48.0 ~ 24.0 ~
12.0 & 6.0 pg/mL ; sennoside B % ;B B 4& & % 600.0 ~ 300.0 ~ 150.0 -
75.5 ~ 37.75 B 18.75 pg/mL ; sennoside A 2 & B4R F & 50.0 ~ 25.0 ~
12.5~6.25 % 3.125 pg/mL ; aconitine 2 j& B 4& & & 40.0 ~20.0 ~ 10.0
5.0 & 2.5 ng/mL ; harpagoside Z /& 4K A % 100.0 ~ 50.0 ~ 25.0 ~ 12.5
A 6.25 pg/mL ; cinnamic acid 2 /8 E & F % 38.0~19.0~9.5-~4.75 &
2.375 pg/mL ; cinnamaldehyde % ;R A& A % 398.0 ~ 199.0 ~ 99.5.0 -
49.75 B 24.875 pg/mL ; glycyrrhizin 2 32 & %5 2 88.0 ~ 44.0 ~ 22.0 »
11.0 & 5.5 pg/mL ; emodin 2 /& B AR % 40.0 ~20.0 ~ 10.0 ~ 5.0 & 2.5
ug/mL; isoimperatorin Z J8 & & % 24.0~12.0~6.0~3.0 & 1.5 pg/mL °

3. F

AEE A H RAZ R L i A will 22 70% methanol # #% 3 BC A,
— % 5| R FEEEAZE 2k o Paeoniflorin 2 JE B4k B % 40.0 ~ 20.0
10.0 ~ 5.0 & 2.5 ug/mL ; ferulic acid % /8 &K+ % 96.0 ~ 48.0 ~ 24.0 ~
12.0 & 6.0 pg/mL ; sennoside B 2 ;g & 4 & % 600.0 ~ 300.0 ~ 150.0 ~
75.5 ~ 37.75 % 18.75 pg/mL ; sennoside A Z & B4R A % 50.0 ~ 25.0 ~
12.5 ~ 6.25 & 3.125 pg/mL ; harpagoside 2 ;& & #& & % 100.0 ~ 50.0 ~
25.0 ~ 12.5 & 6.25 pg/mL ; cinnamic acid % ;& B4R 5 4 38.0 ~ 19.0
9.5+4.75 % 2.375 pg/mL ; cinnamaldehyde % ;& E & 5 % 72.0 ~ 36.0
18.0 ~ 9.0 & 4.5 ng/mL ; emodin Z & E & F % 40.0 ~ 20.0 ~ 10.0 ~ 5.0
A 2.5 pg/mL ; isoimperatorin Z iR AR F & 24.0 ~ 12.0 ~ 6.0 ~ 3.0 &
1.5 pg/mL o

(=) At+—%E
1.+ 4 K44 &/

Kk SRR A HRBAZ R 2 3 A il 2 2 70% methanol ##228 &e
— % 5K AR ik » paconiflorin AR % 128.0 ~ 64.0 ~ 32.0 ~ 16.0
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2

& 8.0 pg/mL ; ferulic acid 2 108.0 ~ 54.0 ~ 27.0 ~ 13.5 & 6.75 pg/mL ;
cinnamic acid 2 124.0~62.0~31.0~15.5 & 7.75 pg/mL ; cinnamaldehyde
4 1,000.0~500.0~250.0~125.0 & 62.5 ug/mL ; glycyrrhizin % 2076.0
1038.0 ~ 519.0 ~ 259.5 % 129.75 pg/mL ; calycosinl £ 2.0 ~6.0 ~ 3.0 ~
1.5 & 0.75 pg/mL -

M@n}

AHEERESHBARRLIE i wiE &2 70% methanol #FE 2 & g,
— A ¥ R R B &% coptisine & A 2 80.0 ~ 40.0 ~ 20.0 ~ 10.0 ~ 5.0 &
2.5 pg/mL ; berberine % 240.0 ~120.0~60.0~30.0~15.0 & 7.5 pg/mL ;
sennoside A % 120.0 ~ 60.0 ~ 30.0 ~ 15.0 ~ 7.5 & 3.75 pg/mL ; baicalin
% 350.0 ~ 175.0 ~ 87.5 ~ 43.75 ~ 21.88 & 10.94 ug/mL ; harpagoside 2
35.0~17.5~8.75~4.375~2.19 % 1.09 pg/mL ; baicalein % 350.0~175.0
87.5~43.75~21.88 & 10.94 pg/mL ; emodin % 40.0~20.0~10.0~5.0 ~
2.5 % 1.25 pg/mL -

(=) Lt=%%

(mw)

HHEEROELERISHBAZLLE A wi@EZ 70% methanol

WHAER B R — & PR B iR E %% > berberine & A & 6.25~12.5.0~25.0

5

0.0 ~ 100.0 A& 200.0 pg/mL ; sennoside B % 0.625 ~1.25.0~2.5.0~5.0 ~

10.0 & 20.0 ug/mL ; hesperidin % 8.75~17.5~35.0~70.0~140.0 A& 280.0
pg/mL ; sennoside A % 5.0 ~ 10.0 ~ 20.0 ~ 40.0 ~ 80.0 & 160.0 ug/mL ;
glycyrrhizin % 7.5 ~ 15.0 ~ 30.0 ~ 60.0 ~ 120.0 & 240.0 pg/mL ; curcumin
% 11.25~22.5+~45.0~90.0 ~ 180.0 & 360.0 pg/mL ; emodin % 1.875 -

3

75+7.5+15.0 ~30.0 & 60.0 pg/mL ; imperatorin % 1.875~3.75+ 7.5 ~

15.0 ~ 30.0 & 60.0 ug/mL ; magnolol & 1.25~2.5~5.0~10.0 ~20.0 &
40.0 pg/mL -

THREFEZEREDBEREDMETAFRESR > $4£0.45 umiE £
WiRE HEERBEGRZER > HFB20 pPLIEAHPLCEAT 4 » R
BELANFRELLEEEDMILAYRRBZELZREAXN & F
HERER LR/ REGEZHHEDEIRKX (y=ax+b) RiMH
%8 (r) -

F o~ M H k2 sk B (validation) 7

(—) BB MW (intra-day) ~ 28X (inter-day)
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REMEHE T RZREREZERBRMGE P HEZRRE B —
B Z B LRI 24 NEE N BB 24 NI R A B Rt
ZR B HNHERRERGIAIFZHBEREL@AELE X F4E
2R E R R -
(=) @k % (recovery)
| BRAZEREBGR 1.5mL 2 RAm = REEE (53 AEEE Cl~ ¥+
BECm~ZRECh) ZHBERMTBRELER LB—REHEHLEE
VEZfa > Al EZAZE S > & 0.45um BIEEBE > st HPLC 4
o o RIPARZREESE A Cl~ (C3-
2M KRR B SIBERZAZE G Z R iRE Co e
SARFFRIFZAREGIEE > Ko iFHEERT S EAINOAZE
$ o

%~&X

- AtEE
(=) &PHiAE

1.24 ok F (gomisin A » schizandrin )~ 1y % PJ (loganin )~ PJ4#£ ( cinnamic
acid > cinnamaldehyde ) ~ & §F (scopoletin - ferulic acid ) % t# i n 4
TR 0 HAASPIRERBUE % My Bl 85 4047 2 HPLC o547 75 ik o

2.77 B % 2 HPLC 4 #1 7% #& intra-day > inter-day > recovery % 7% 3 35 0
H R R BB RAT

3RMEIGERMREGLZIEE > BREUGHIT SIHTIFRRIFH AL
PR AR A B e

AR BB B BAAF ~ R REREEAEE (%) RERREME
VEZ 2 TIRE BB FAR 2 E 0 H ©

(=) BEF
1.22)1] & ~ ¥ & (aconitine ) ~ FJ#: (cinnamic acid » cinnamaldehyde )

& it -~ % & (isoimperatorin ) ~ % §F ( ferulic acid ) -~ # % #
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( paeoniflorin ) ~ H# ¥ ( glycyrrhizin ) ~ ;t & (harpagoside ) ~ K&
(emodin > sennoside A > sennoside B) Z + —# R AFEE R H
BERT S Rm R # 2 HPLC 547 7 ik -

2.HPLC %# 7% 7% % intra-day, inter-day > recovery % #& 23X 5k » H & #E B
BB RLF -

3RMEIEEBRT R ELZI BN BEFHRIT /I TIFR RIF AL
PR AE B % B o

4. 7R R~ LEREER ~ 50% LB R IR K ERE R F A ER
AR e B KR BARZ KM i B F R B ARG X E AT °
(Z) XZF
1.2A 4% (cinnamic acid, cinnamaldehyde ) ~ 7t % (harpagoside) ~ & it
(isoimperatorin ) ~ 7 %) # (paeoniflorin) ~ % 8 (ferulic acid) ~ K&
(emodin ’ sennoside A » sennoside B) ZFAFE R > AIEZ Ry 0 HE
KT F % mu BB 942 HPLC 547 7 ik -
2.HPLC %#f # /%% intra-day - inter-day > recovery % #8235 » H & 2E
JE BB BLE BOAF o

3RMEIEEBR IR ELZI BN > BEFKRIT /I TIFR RIFH A
PR AE B % B o

=~ At —FR
(=) +a2RH#HEE:
1.22 5% ~ )| & (ferulic acid) ~ & 3 (paeoniflorin ) ~ ¥ (glycyrrhizin )
A #£ (cinnamic acid » cinnamaldehyde ) ~ 3% (calycosin) % &
BIEARERS 0 BT 2 RWEB % i m B B o4 2 HPLC 547 ik o

2.7 B 38 2 HPLC % #F 7 /% #& intra-day - inter-day » recovery % #& 24 3X.5% -
HEREE R B R

3RBRBIEERMEBELZEE > BEFHITH9VITHTIEEIRIFVH AL
MR AE B % B o

ABAEBRREBREZ T2 EBERLZI T ESTH -
(=) &=%

1.04 ki -~ &4 (berberine - coptisine) ~ A3 (emodin > sennoside A ) ~
7t 4% (harpagoside ) ~ 5 % (baicalin - baicalein ) & 5 A I51Z R 5
MBS T % mm R & a4 2 HPLC 4047 ik -
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2. HPLC % #7 7 /(£ % intra-day - inter-day - recovery % #& 23X 5 - B &5
BB BB R -

3RREIERERIREL LS > EWMFRI I TR RIFO AR
PEB AR B A B

4% Rl BB LEERER ~ 50% L EE R ~ K EEBRE R B S 2 R
WA B i B K P AR 2 A B TR B SRS Z R E S

EAtT=HFER

(—) ik #4 (berberine) - X3 (emodin > sennoside A > sennoside B) ~ %
(curcumin ) ~ &g 3¢ (imperatorin ) ~ BE 4k (magnolol ) ~ & & (hesperidin )
EH % (glycyrrhizin) F A m o At my  HEWELETHRS An
B 8% 47 2 HPLC 447 F ik o

(=) HPLC % #7 % 7% % intra-day - inter-day - recovery % x5 » L B E
BB RAT -

(Z) RAREIEERTREGZES  BEFHIT I TFRIRFHEALEMN
LT EY

(v@) RS EER ~ BRI ~ 50% G EE R R ~ K EIRE R BAM 2 F Rk
U R GHEEZREPEEZ AR - GRE o ELETHRERLZIETES
e

B i

— AtEE
(=) &rifiE

Lo #7 4544
(1) Column : Inertsil 5 ODS-2 > 4.6 1.D.x250mm.

(2) #%48 : 10%A 60% acetonitrile ( & A&iEE AL pH /5 4 2.8) &
ATHENR  FREAXwEk— -
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(3) EAE 20 puL.

(4) #ik : 1.0 mL/min.

(5) # k& * UV250 nm.
2.HPLC 48k

2A loganin ~ scopoletin ~ ferulic acid ~ cinnamic acid ~ cinnamaldehyde ~
schizandrin ~ gomisin A % & 3542 &k > B % 2 P BL/A 2 HPLC 4 #7
Fik e ARWE —~—Fr BREFEZIERRSZIFEGEHMEA
loganin % 18.09 %4 ~ scopoletin 2 27.72 4 ~ ferulic acid % 29.69 4 ~
cinnamic acid & 42.21 %4 ~ cinnamaldehyde % 44.48 4~ ~ schizandrin %
51.17 % ~ gomisin A % 53.87 4 ~ W EFAZ E M8 nobiletin £ 49.77 & >
PRAZEF RN S EEF o AR AR TFZAER > ALy BEEGT
BAEZ 8 R mZRERIEI TR T Hiin T8 A R&F sk
FoB=~m& % 50% ethanol 2R & £ & KRS 4 FIREBUEHE & (30C ~
60 R ~50%) X BT - IFERB RAF o BERCR 0 BRSO R BT
B4 PIRE B B A2 RE Sh B AR Z AR
3.7 R BR
% — % intra-day - inter-day & recovery X #ERERLE R o K542
RS P~ 5B K Z intra- day K inter-day xR 4 R - inter-day X
CV 184 A#* intra-day X ARy - 48 M5 1% 8 2 B EAE R 5% 5
H AR IH 5% 0 BRI B 4F o recovery #2iB] R 4E 96.53 £ 4.56~116.44
+220 2 0 BA RIFEGELE -
dimE R HAE
(1) Loganin : f£ 300.0~18.75 pg/mL ;R RSB AZ B B F 2R 5
y=0.0201x+0.0267 (=1.0000 > n=5)
(2) Scopoletin : ££ 50.0~3.125 pg/mL jEE st B A2 E shsp H 2 X B
y=0.0268x—0.0058 (7=0.9999 > n=5)
(3) Ferulic acid : ££ 20.0~1.25 pg/mL B E s B2 2 hg T 2K 4
y=0.0527x—0.0693 (r=0.9944 > n=5)
(4) Cinnamic acid : f£ 40.0~2.5 ng/mL B E B2 £ F X 5
v =0.0464x+0.0331 (7=0.9996 > n=5)

(5) Cinnamaldehyde : £ 50.0~3.125 pg/mL g B %6 EAZ 2 ¢h 43 H #2
A& y=0.0201x+0.0212 (7=0.9998 > n=5)
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Schizandrin : ££ 200.0~12.5 pg/mL ;EE s B2 £ dhsg H 2 X 5B
y=0.0272x+0.0909 (7=0.9997 > n=5)
Gomisin A : £ 80.0~5.0 pg/mL JEE S EZ 2 g H 2 X A
¥ =0.0322x+0.0337 (=0.9995 > n=5)

AL BIERR R R BRI TAF R RIFO A SRR > 3T K i

BEHERERTRERSE -

S5 EEEXR

(1)

(2)

(3)

REBEERE (428) 2kE (20°) ZHFER

MBE=ZZ T ELRETTREIELZR L 84(351.2mL)
2 12 4% (526.8 mL> BEzRA (20°) FRTOERSSEZ
A Hh 2PTIRBBIEREEEHRRELEMEZ 8 &
(3512mL) % 12 4% (526.8mL) A&ZiE% o
BB 3 B

R R w2 & &4 FF8 5 loganin ~ scopoletin ~ ferulic acid -
cinnamic acid -~ cinnamaldehyde % 5 F£ 3542 R 23 KE 3 BOS AR
BAEAMESZIME > UE BB RAERZIASERS © M
schizandrin ~ gomisin A R 2 BB B AR S S A B AR S - &£
Bms REUREH A ZEL A LLBRA A -

EARSRELS

REBHERREMBZAPIRERBE ST ELR BT X
RBEMARY S ELEEEX £ BN BRUHE 30C 5l
2 RBURE BRI A 3000 RZ M A& RS S ENRE
EXEREM ZHB 30 RERAAABEZEREMH ; BH L
30~:90% 2 R Al Z R EH 2 ERASERT T EAMHRHZIM
o R EIBEHASE S 50%5 8 8% 2 HIEL - B8R T L
30 CX EBUBE » 28 30 X > /BHEASE S 50%65 & 4 4 FIFE B
Bl X R AR

Lo A

(D)

Column : Inertsil 5 ODS-2 » 4.6 1.D.x250mm.
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(2) #%48 : 10%& 60% acetonitrile ( & AEELAHE pH 144 2.8) &
FTH AR » P RAZ R &koN -
(3) EAE 120 L.
(4) ik : 1.0 mL/min.
(5) # k& © UV250 nm.
2.HPLC z %-#

LA paeoniflorin ~ ferulic acid ~ sennoside B ~ sennoside A ~ aconitine -
harpagoside ~ cinnamic acid ~ cinnamaldehyde ~ glycyrrhizin ~ emodin ~
isoimperatorin % & 3542 R » ° HE B JE 52 HPLC 247 4k - R #7
B B~ NP~ ARRFEIAZ RS Z YR & A | paconiflorin 2
16.29 4 ~ ferulic acid % 28.21 %4~ ~ sennoside B % 37.50 %4~ ~ sennoside A
% 40.71 4-~aconitine & 45.79 4-~harpagoside 2 54.19 4-~cinnamic acid
% 55.63 4-~cinnamaldehyde 2 58.49 4-~glycyrrhizin % 74.64 4-~emodin
% 10091 4~ isoimperatorin % 109.25 4> WAL & 4’8 propylparaben
% 6975 o BEARBETHRNE > BEH MR HINE - FE -
BT S M B ERBRG I ~ RF AR 0 fb BT B
T BRSZEERLE| B T Rt T8 B A RFZ o8k
MFE - B~ Wi A SR TR HFEER - ethanol 28 ~ 50% ethanol %

B~ KEE S MRS ROKMEBEA 2 HPLC B 47 Bl » TR BAR R 4T & 8k
MR ARG EIE T W AR T R AR B E Sbdh H AR R ZARE
3. AR R AR

%t % ¥ JEF intra-day ~ inter-day & recovery Z sk #RER4E R o
SRR A~ P~ HIREZ intra-day A inter-day #ABRI&ER > CV
137 5% 0 BB R4F o recovery #B B A& 96.29+3.78~103.46%2.75
2 [ BA RIFE Y E o

4R B
(1) Paeoniflorin : 4& 40.0~2.5 pg/mL ;B E s EZE BB TR A
y=0.0023x—0.0002 (r=0.9998 > n=5)
(2) Ferulic acid : £ 96.0~6.0 pg/mL ;B E B2 £ dhsp T 2R B
y=0.0293x—0.0047 (r=0.9998 > n=5)
(3) Sennoside B : ££ 600.0~18.75 ng/mL B E B2 £ ehsg A 2R A
y =.2.6663x+0.0468 (1=0.9994 > n=5)
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(4) Sennoside A : £ 50.0~3.125 pg/mL E B S E2 B g H 2K A
y =0.0057x+0.0007 (r=0.9998 > n=5)
(5) Aconitine : f£ 40.0~2.5 ng/mL JEE S EAZ L dhsg 2K 5
y =0.0026x—0.0018 (r=0.9998 > n=5)
(6) Harpagoside : £ 100.0~6.25 pg/mL & E 5 E 2 £ whsg F 22 X 5
y =0.0081x+0.0028 (r=0.9999 > n=5)
(7) Cinnamic acid : ££ 38.0~2.375 pg/mL JE B S B2 R dhsg H 2 X 54
y=0.0119x+0.0035 (r=0.9999 > n=5)
(8) Cinnamaldehyde : f& 398.0~24.875 ng/mL ;R B EAZ &2 dhsg H 2 R A
y =0.0504x+0.0537 (r=0.9997 > n=5)
(9) Glycyrrhizine : 42 88.0~5.5 ng/mL EE S EZEshg A 2R 5
y =0.0504x+0.0329 (r=0.9995 > n=5)
(10) Emodin : 42 40.0~2.5 pg/mL R RS EAR R dh s 2 X A
y =0.0144x+0.0268 (r=0.9992 > n=5)
(11) Isoimperatorin : f£ 24.0~1.5 pg/mL ;B E B2 L dhsg F 2 X A
y=0.0053x+0.0019 (7=0.9999 > n=5)
U ERZIERDTZRERIYTAERIFOEGH AR LT KB &
BRARDRERSE
SEEHR
EAANBERTORERRBEEREGHEEERERLEZ RAER
Ao B EBERRSSETHZER 2l T !
(1) mAiER B A ERZ R & EE
a.Paeoniflorin 4~ & : ethanol>7k>50% ethanol >t /& °
b.Ferulic acid 4-& : ethanol>50% ethanol >/K>Jfkid °
c.Sennoside B 4-& : ethanol>7k> 50% ethanol > Ji b ik jds R AR A
AL R
d.Sennoside A 4 & : 50% ethanol>7k> ethanol > /& °

e.Aconitine 4 . ethanol>50% ethanol >7K>fk & ©

1%
f.Harpagoside 4 & : ethanol>50% ethanol>7K>J & o
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g.Cinnamic acid 4& : 50% ethanol> ethanol>7K>fif & °

h.Cinnamaldehyde 4~ : ethanol>50% ethanol » 7K & ik it KAk A% 08)
dR o

1.Glycyrrhizine 4~ : ethanol>50% ethanol >7K>Ji & °
j.Emodin 4 & : ethanol>50% ethanol > id>7K o
k.Isoimperatorin 4 & : ethanol>50% ethanol >7K>J & o
PA b4 RBET B R F R R AE IS4 A ethanol KR % 50%
ethanol » K R i 2 2B & if R A -
CIETE TP S P TR s Ty

a.7KPEREAT ¢ f£— B BbA P #0R] H Paeoniflorin & Sennoside A
Ry A E 554 0.53mg £5.50% » 7.86 mg + 3.59% -

bk MEREA ¢ 42— R BEA P4 Aconitine ~ Harpagoside ~ Emodin
R RSN B Ab A 2 228 » 3] & Paeoniflorin 4.12 mg +
1.24% ~ Ferulic acid 0.19 mg + 2.76% ~ Sennoside B 1.18 mg +
1.41% ~ Sennoside A 0.02 mg + 2.75% ~ Cinnamic acid 2.79 mg +
0.79% ~ Cinnamaldehyde 0.80 mg + 1.25% ~ Glycyrrhizine 5.03 mg
+ 0.25% ~ Isoimperatorin 2.00 mg + 4.08% -

(Z) RTHF
Lo 37
(1) Column : Inertsil 5 0DS-2 > 4.6 1.D.x250mm.
(2) #8548 1 10%K 60% acetonitrile ( & A&5E 3 pH E % 2.8) &
R PR IR Ko R -
(3) A& 20 ul.
(4) i 1.0 mL/min.
(5) &k E  UV250 nm.
2.HPLC z 43
2A paeoniflorin ~ ferulic acid ~ sennoside B ~sennoside A ~harpagoside
cinnamic acid ~ cinnamaldehyde ~ emodin ~ isoimperatorin % % 354Z R %" °
B RKTLEZHPLC o4k - BM B+ E2~+trAr BEFT 4
FoAZ R 2 % G 5 & A © paconiflorin 2 % @ 85 R 4 22.74 4 - ferulic
acid & 29.12 4> ~ sennoside B % 31.45 %4 ~ sennoside A % 33.47 %~
harpagoside % 39.12 4 ~ cinnamic acid % 41.74 4~ ~ cinnamaldehyde 2
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43.96 4~ ~ emodin % 57.51 4 ~ isoimperatorin 2 59.57 4 > W EIZ &4
% propyparaben % 47.13 4 > L BAZR S ERF B - FRE o R RE
BT S B RERA E X AR Ly BEE S T BT ABE RS XK
BERZB T B P EMbRSTE > B A RFZX58ER - B+A~=
+ — & & K T Ffiod B - ethanol 2B ~ 50% ethanol 2 B & /K 3 B2
HPLC E# B » TEARFIBEER > AW T EZRTHRAERTF
A2 R E 5o 5o HARBI ZARAM
3 HE R
%+ & K ¢ F intra-day -~ inter-day & recovery X #E H RERLE R o
BIAZ R ALK ~ P ~ BB E % intra-day & inter-day ARRI& R 0 CV
1834/ 5% B3 R4F o recovery AR B £ 95.9614.28~107.231+4.42
2 M BA RIFEEE -
4 E R HAE
(1) Paeoniflorin : ££ 40.0~2.5 ng/mL B E B2 £ F X5
y=0.0014x—0.0000005 (7=0.9995 > n=5)
(2) Ferulic acid : /£ 96.0~6.0 pg/mL B B S EAZ &R g H 2R 5
y=0.0249x+0.0082 (7=0.9997 > n=5)
(3) Sennoside B : 42 600.0~18.75 pg/mL JE & E 2 R dhsg H 2 X 5
y=0.0027x—0.0011 (7=0.9999 > n=5)
(4) Sennoside A : £ 50.0~3.125 ng/mL B E S B2 £ dhsg H 2 X &
y=0.0050x+0.0007 (7=0.9997 > n=5)
(5) Harpagoside : 4£ 100.0~6.25 pg/mL ;EE S E2 £ shsg H 2 X A
y=0.0083x+0.0084 (7=0.9996 > n=5)
(6) Cinnamic acid : 4£ 38.0~2.375 ng/mL jE B2 R dhsg H A2 X &
y=0.0122x+0.0132 (=0.9994 > n=5)
(7) Cinnamaldehyde : 4£ 398.0~24.875 ug/mL ;& E s B2 E shsp 2 X 4
y=0.0501x+0.1046 (=0.9993 > n=5)
(8) Emodin : £ 40.0~2.5 ug/mL R E L EZE R T 22X 4
y=0.0126x+0.0488 (7=0.9992 > n=5)
(9) Isoimperatorin : f£ 24.0~1.5 ug/mL B E S EZ £ T RRX A

¥ =0.0046x+0.0173 (=0.9984 > n=5)
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REEIERTZIRESLTIFR RGO AL A > LT RKH
BIERTBERSE °
5.8 4

AT —ARCFTOERRBHERZ 9 HERRSTETNHZ
R il
( 1) Paeoniflorin 4~ & : 50% ethanol>7Kk> ethanol » Jik i A% #4008 & R o
(2) Ferulic acid 4-& : 50% ethanol>7Kk> ethanol >Jfd ©
(3) Sennoside B 4 & : 50% ethanol> ethanol>7K » Jif id sk #4008 ) 2R o
(4) Sennoside A 4% : 50% ethanol> ethanol » 7K B i jé kA ki8] 2R o
(5 )Harpagoside 4-& : 50% ethanol> ethanol> Jif id » 7K R A MR H R o
(6) Cinnamic acid 4 & : 50% ethanol> ethanol>7K > i °
(7) Cinnamaldehyde 4% : ethanol>f % » 50%ethanol & 7K R AkmR] & R o
(8) Emodin 4 & : 50% ethanol> ethanol » 7K B Jif id k#4384 o
(9) Isoimperatorin 4~& : ethanol>50% ethanol » 7K & Jif. it AR AR & 2R o

U EHERBETROFTHERZREEE A 50%ethanol > H R %
ethanol » KR i R & i RIFLAE o

=~ RAt—FE
(=) +&XMEB
Lo ik R

(1) Column : Inertsil 5 ODS-2 > 4.6 I.D.x250mm.

(2) #%#48 : 10%A 60% acetonitrile ( Z-AsiEsA AL pH A A 2.8) &
'fT*ﬁ’?E‘i/q’#E ’ /?ﬁfiﬂﬁﬂﬁ‘l’-—-

(3) EAE 20 pL.

(4) shik : 1.0 mL/min.

(5) A% & : UV240nm.

(6) ®|E :30C.
2.HPLC z 53

LA ferulic acid - paeoniflorin ~ glycyrrhizin ~ cinnamic acid ~
cinnamaldehyde & calycosin % % 35 4Z s 7 B %+ 4 K4 % /B2 HPLC
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AH TR BRWE =P BRETEIERRSZTEFR &S -
& %) paconiflorin 7% @&/ & 1231 % ~ %5 ~ )| 3 ferulic acid 2 7
YoFh A 17.53 4 ~ A4E cinnamic acid, cinnamaldehyde < 7% & 85 & 4
B & 36.41 5 R 39.15 % ~ %% calycosin 2 G B/ 5 5] A 3541 4~
H ¥ glycyrrhizin Z % G 85 & 48.79 4 ~ W42 £ 48 methylparaben
Z R A 2556 o BEBREFHEF NBZ AH HE A
TR E Z AR S BT 8 B AR R R R BT AL A
ST HARIDEEBR (B==Z~—m) B —A~=t AN L
HERLF2RBEAY L2 HPLC B4 B > IR BT kg
HARDH T T A+ 2 KRB R R E & 5o HARR AR -
3.5 BRER
%+ =~+w A intra-day ~ inter-day & recovery Z #E R R o
BIERE R A& P~ 5 R B % intra-day & inter-day #xiR] 4 £ inter-day
z CV & A R# intra-day Z A8 - A8 M5 34 0 5% » B ILPE RLT -
recovery R B 4 92.30 £ 0.30~125.00 £ 0.25 2 > B A RAFey =i & -
4B g JAE
(1) paeoniflorin #£ 8.0~128.0 ng/mL ;B E S EAZ £ T 2R A
y=0.0024 x - 0.003 (r=0.9997 > n=5)
(2) ferulic acid 42 6.75~108.0.0 ng/mL B E s EAZEshg 2R 5
y=0.0055x+0.0017 (r=1.0000 > n=35)
(3) cinnamic acid f£ 7.75~124.0 ng/mL JEE s B2 £ dhsg H 2 KX B
y=0.0024 x +0.0018 (r=0.9999 > n=5)
(4)cinnamaldehyde 4£ 62.5~1,000.0 png/mL ;& & $o B AZ £ dh g H 2 X A
y =0.0026 x - 0.0009 (r=1.0000>n=5)
(5) glycyrrhizin 42 129.75~2,076.0 pg/mL jE E B2 E B H 2R 4
y=0.0007 x +0.0157 (r=0.9999 > n=5)
(6) calycosin f£ 0.75~2.0 pg/mL /R E s B AL E dh s 2 X A
y=0.0198 x - 0.0003 (r=0.9999 > n=5)
UEEERRTSZRESRHTIAE RO ALK AR BT K
BEBERRATRERSE ©
S EEEXR

(1) BERET A2 AHBBRYLZ T ELRELT ¢
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WMIE R+ A2 T &L KRBT paeoniflorin ~ ferulic acid -
cinnamic acid ~ cinnamaldehyde ~ glycyrrhizine & calycosin % 6
RERERTHERORBRBHEREAS S EA A GHZIE
© o HAEm T U0CZEREBE  FR K BEHEESE L T0%
R JE A+ & KAk 4 8 38 F 2 3 BUEF o

(=) %=F%

Lo #7 A
(1) Column : Inertsil 5 ODS-2, 4.6 1.D.x250mm.
(2) #%%48 1 10%& 60% acetonitrile ( & 2A&4E: 382 pH 14 % 2.8)
BATHE TR > PREA KN -
(3) sEAE : 20 L.
(4) ik 1.0 mL/min.
(5) & & - UV240 nm.
(6) ®E - 30C.
2.HPLC = 4 #

LA berberine ~ coptisine ~ emodin ~ sennoside A ~ harpagoside ~ baicalin
B baicalein 4 48 5 AI5AE R 5 ©HE &&= F X HPLC 541 % ik
HEME AT REFEERERASZIHTEREEA C wiE - 7
coptisine, berberine Z # G oFf 5 % & 31.80 & 5335 4~ A%
sennoside A - emodin X G554 65.85 Kk 114.67 » ~ LA
harpagoside % # @ 854 & 87.76 4 ~ 3% X baicalin - baicalein Z j# %4 8%
Fl 971 % 80.75 4B 102.99 4 » W3RAZ E 4 thymol % 110.52 4> i
BAZRETERFTIR ~ M- RF >~ RERF B 2R by BEEtT
At EER RS ZHERTB T B P EMR T LK RFS
BHE (BA~=+) B=—~==& A %= F kb 3¥ER - ethanol
3~ 50% ethanol ZEHR ~ K ZEHR ~ b REAT R KM REAT 2 HPLC & #7
B BRHBERART AR - AW I LR TH AT FTEERE
5o b B MR Z AR
3 B RER

%+t~ +/\ 5% intra-day ~ inter-day & recovery X s RERLE F o
ZIEAZ R AR P~ 5 IE E % intra-day & inter-day 478 & & - inter-day
Z CV {4 A K% intra-day 2 #8%) » 258 M 2 34/ 7 5% » BRI -
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recovery #7RB] 4 90.63 £0.85~121.83+0.37 =[] » A& RAFeI =L E -
4R E R A
(1) coptisine f£ 80.0~2.5 pg/mL JE B S EAZ B g 2R 5
y =0.0406 x - 0.4600 (r=0.9997 > n=5)
(2) berberine £ 240.0~7.5 pg/mL B BB AZ B i H 2R 5
y=0.2790x +0.0296 (r=0.9992 > n=75)
(3) sennoside A f£ 120.0~3.75 ng/mL JE s B AZ B sh4E H 2 X B
y=0.0078 x + 0.0059 (r=0.9996 > n=5)
(4) baicalin ££ 350.0~10.94 ug/mL ;2 Z S ELZ 2 g T £
y=0.0210x +0.0364 (r=0.9991 n=5)
(5) harpagoside £ 35.0~1.09 pg/mL j& & 36 Bl AR £ dh s H 22 X &
y=0.0028 x - 0.0018 ( r=0.9994>n=5)
(6) baicalein #£ 350.0~10.94 ng/mL ;EE S B2 E B g 2R 5
y=0.0237 x +0.0075 (r=0.9993 > n=5)
(7) emodin 42 350.0~10.94 pg/mL & S B2 £ dhsg H 2 X &
y=0.0181x+0.0449 (r=0.9987 > n=5)
UEZIERRS IR ERYTAERIFOALMA > BT R A
BB IRERGE
S5 EEEXR

RN 2T A% T ORAREARERRE HER %%i:i“%’ Z
WA > R THERRS T ESHZIER > gl
(1) Q?Z\‘?VBF’@_K ﬂ«}iﬁfﬁﬁxz7 %ﬁ#a’fv‘ﬁk&/\/\a {"J"%‘ﬁﬂ

Copetisine : 50% ethanol> ethanol >7K> it/
Berberine : 50% ethanol>ethanol >7K > i
Sennoside A : 50% ethanol>ethanol >7K>Ji. &
Baicalin : 50% ethanol>ethanol >7K> it i
Harpagoside : ethanol>50% ethanol>7K> ik &
Baicalein : 50%ethanol> ethanol>fi i >7K

Emodin : 50% ethanol>ethanol >7K > ;&
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U EHERB TS FXIREBZE A 50%ethanol » H Xk %
ethanol -
(2) B2 RPHEREEAZ R 28 F1L

a. 7K P REA - 42 HPLC & #1 B + ¥ 18 /8] #| berberine - sennoside A ~
baicalein & emodin W& > 4 &4 0.009 +
1.37~0.061 % 2.59 mg/one piece °

b.oh M REA ¢ 42 HPLC /& #7 B + =7 18 78] 2| copetisine ~ berberine
sennoside A ~ baicalein & emodin % £/ .5 H 45
F 4 0.003 £ 0.67~0.024 £ 1.54 mg/one piece °

= htosE
(=) %0 &4 KA A

1.Column : Inertsil 5 ODS-2 s 4.6 [.D.x250mm.

2.%%48 1 10%%& 70% acetonitrile ( & LAsiEE3HHE pH A A 2.8) #A4T4HR
RibAE > PRAER R — -

3EAE C 20 ul.

4.7%:% ¢ 1.0 mL/min.

SHEEEE0~T2 bk A UV 275nm> 73~105 4-4% 2 UV 250nm »
106~145 5»-4& A UV 220nm.

6.8 % * 30C.

(=) HPLCZ 4

EA berberine ~emodin ~ sennoside A ~sennoside B ~ curcumin ~ imperatorin
magnolol ~ hesperidin & glycyrrhizin % A fE M » AI52 R0 > CHBwE
7R ZHPLC o ¥ ik - BB ==Fim 0 2R S EHEEARTZTY
BFR] &% &4 berberine z i @oFR] A 4851 4 -~ K& sennoside B,
sennoside A, emodin Z % % 05/ 45 %] & 55.51 4~ 69.64 5 % 10892 » -~ &
% curcumin Z #8054 103.39 5 & 102.99 4 ~ & It imperatorin Z /% 4
8RR A 111.14 4 ~ F 4 magnolol 2 i# & 8F Rl & 113.63 4 ~ FR & hesperidin
Z 5P 4 68.96 o B H ¥ glycyrrhizin 2 % G5 A 9525 4 W IFAZ
EH ' paconol % 84.34 5> AR FM - -RE-ER -BGLEF
AN BRERHE 2R B AIEAR R Z R 4 & PDA detector #3339
FRTEREE Boreb it TR CEEER S ZRERTE T
BlwHEtbm T BHAERGFSHEAR (A=Z=w~=x) - B =t~=
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N BBy 2 & ki 2 B ~ ethanol 28 ~ 50% ethanol 2 8 ~ K ZEE ~ Jhitt
BE A BOKMERE A 2 HPLC B A7 B » TR BT RAF 0 88 Rk - AR I ik
JE T Ao B FHEARRE b sb EMRBIZ AR -
(=) #HRR

% — = - == A intra-day - inter-day & recovery Z sEM XL R - &
FAZ R A&~ P ~ HIEE % intra-day & inter-day #xR] 4 £ - inter-day %
CV A A% intra-day 2 A5y > 288 M 5 349 7 5% B BLIE R4 - recovery
BRI 93.30+ .30~113.63£0.79 2 [ » B4 B4Feh @& o

(m) ESKZH%

(1) Berberine ££ 6.25~200.0 pg/mL JEE 5 EZ 2 sk F 2 X A
y =52535x-239370 (r=0.9996,n=75)

(2) Sennoside B ££ 0.625~20.0 pg/mL ;& E 5 E12 & shsg H 2 X A
y=19639 x +1474.3 (r=0.9998,n=5)

(3) Hesperidin 4£ 8.75~280.0 ng/mL J& & so Bl AZ E sh 4k 2 R B
y=10572x+ 16107 (r=0.9996,n=5)

(4) Sennoside A £ 5.0~160.0 ng/mL ;E B2 & g H 2R 4
y=31924x +11422 (r=0.9997,n=5)

(5) Glycyrrhizin 42 7.5~240 ng/mL ;B E & B2 & s g H 2R 4
y=28419.5x-2156.8 ( r=0.9994,n=5)

(6) Curcumin £ 11.25~360.0 pg/mL & & §6. B 4% & wh 4 5 2 X A
y=29157 x +1446.6 (r=10.9999,n=5) (high concentration )

y =29847 x +12923 (r=0.9999,n=15) (low concentration )

(7) Emodin 42 1.875~60.0 ng/mL ;& s, B2 £ dh s H 2 X A
y=103744x+41739 (r=0.9997, n=5)

(8) Imperatorin ££ 1.875~60.0 pg/mL ;B E B2 £ dhsg F 2 X A&
y=99604x+54304 (r=0.9995, n=5)

(9) Magnolol £ 1.25~40.0 pg/mL B E B2 E g T 2R 5
y=122994x+23162 (r=0.9999, n=5)

U E IR R ZAR BRI T RAFO BB R > 7T K il &35
BRDIRERBE °
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(Z) TELR
AW B AWBERHORERR S ERR GERSREHS

Z AR EAMRIERE RS T ETHZER > 2l T -
Lo R FEHERZ Ry 21

Berberine : 50% ethanol>ethanol >7K>Jif &

Sennoside B : 50% ethanol>ethanol >7K> . i

Hesperidin : 50% ethanol>ethanol >7K>J. i

Sennoside A : 50% ethanol>ethanol >7K>J. &

Glycyrrhizin : 50% ethanol>ethanol >7K>Jit i

Curcumin : ethanol>50% ethanol>7K > i

Emodin : J# &> ethanol >50%ethanol >7k

Imperatorin : ethanol>50% ethanol>7K > i

Magnolol : ethanol>50% ethanol>7K>Ji. i

REGRBTELFTRZIRMERESA 50%cthanol » H R %
ethanol -
25 BEEREREHEAN Z A0S EEL

(1) KMBEAH © £ HPLC B #7 B + 7188 2] berberine ~ hesperidin ~
sennoside A ~ glycyrrhizin ~ emodin & magnolol % <R 5 @ &
42 4 0.09+1.06~0.80+0.23 mg/one piece °

(2) B © 42 HPLC & #7 B ¥+ *T 14 8] ®] berberine ~ sennoside B ~
hesperidin ~ glycyrrhizin ~ emodin ~ curcumin & magnolol % +t#&
a0 4 &4 0.002+4.32~2.324+0.78 mg/one piece °

15~ SR

— &%

(=) At+HE
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1.2 PR RB

(1) A& F (gomisin A > schizandrin) ~ Iy % §J (loganin) ~ P4
( cinnamic acid » cinnamaldehyde ) ~ & $ (scopoletin - ferulic acid )
£ Mmn AHIEERS 0 NI EYE A nobiletin > B4 & FIAE
JBLiB 2 HPLC 4 #7 % 7% 3t 4& intra-day ~ inter-day & recovery % #£
MR BT HEREERBAMRYT  REFIERBRALBEAH
FEOTRANSHAPIRBBZERRE LH R &

B EEHlZ B -

(2) FREIBERER s AR EREHEHREZANEREEZLTIRR
BERGZI T E»HEREET > #4K gomisin A » schizandrin &
MREESSHSEAMMRIEE B AIHERBELS S
Mo EEmMTERBEHR>ZELZLBAA - FERIEHE
HHBMEZ S~2 AR, Z B OERS B REXER
BB ERAREAA B ATIRBER T ERERE 30T
FEEEF A 30 R > BHESE S0%R 8 G2 Wikt

2ERE
(1))l B ~ % & (aconitine ) ~ 4% ( cinnamic acid » cinnamaldehyde ) ~

B it (isoimperatorin )~ & % (ferulic acid )~ 7 %) Z ( paeoniflorin ) ~
H # (glycyrrhizin )~ 7t % (harpagoside )~ X 5% (emodin ° sennoside
A)EBIEAZ R B8 F 2 HPLC 4#7 F ik 3£ 4% intra-day
inter-day & recovery % #£ kKB ~ B~ H B R R BRI
RABAFEB BT o0 F ik TIRA 4 BB F 2 bh H
BE BB a 28t ZRSEEH 2B -
(2) B FHEERZFZFAEELL A ethanol » H =k 4 50% ethanol -
3.RTF

(1) a4+ (cinnamic acid » cinnamaldehyde ) ~ 7t % (harpagoside ) ~
B .t (isoimperatorin ) ~ 7+ %) # (paeoniflorin) ~ % §F (ferulic
acid) ~ K% (emodin > sennoside A) % A3 KRs > HEKRT
% 2 HPLC 5#7 7 7% 3£ & intra-day ~ inter-day & recovery % 7 34
R~ BT HRHEERBAMRI  REFERBABEY ST
o T RRAN MR F 2854 WA R E S o2 %4t 0 3]
mEEHRZ B -

(2) RTUFTHERZFZAEEE A 50% ethanol » H &k 4 ethanol -
(=) At+—%E
1.+ 2 Kk %5
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(1) a5 ~ ) & (ferulic acid ) ~ & % ( paeoniflorin ) ~ # ¥
(glycyrrhizin ) ~ W4 (cinnamic acid » cinnamaldehyde ) ~ & &
(calycosin) A XK P ERAZ & 48 (methylparaben) % N m 2 4

FERER»HBE T2 RFEEB2 HPLC 547 F ki 48 intra-day
inter-day & recovery % #E i iREn ~ BEon L EAEE R BIRM RAF
REFEBABEHN Tk TRAN S +ERBEBZE
REREDM R8It B BEER 2B -

(2) BEREHREZTERBEBERSZEENTHERBT 6
R ZORBRBEREAAS S ER ARG G o &
BmTA30CZEREBE  2]RI0K > BHELSESL T0%E S
+ & KA BB X ERE

Q4% =F

(1)% = F LA+ % ~ % 48 ( berberine > coptisine )~ X % (emodin, sennoside
A)~ st % (harpagoside ) ~ 3% %X (baicalin » baicalein ) LA % Pq 3
2 EME thymol ¥ BI54Z M > M %= Fx HPLC 54 F %
it 4& intra-day -~ inter-day & recovery % #E ¥ iREk - B R EAEE
B BBE RS RAEFEB BB 5H T ik =T &R o %
ZERZAURRE LM R Z R FR LY E R 2B -

(2) #%=F XRZ LA A 50% ethanol » H =k % ethanol -
() At+=%K

1.40 & 4% #4548 (berberine ) ~ X3 (emodin ’ sennoside A ° sennoside
B) - 5% (curcumin) ~ &£ (imperatorin) ~ B4} (magnolol) ~ FR &
(hesperidin ) & # #( glycyrrhizin )% /U5 sk, 5 & 45 4% i 4 & A thymol
ANINAZEME > M & L7z HPLC 424 & % £ intra-day ~
inter-day & recovery ¥ #ExiRE ~ B HEEE R BRI RS > AE
BEBAEBROTW TR TERARN S EL TR A ERRE
A2 ERREER B -

240 F A B BB AR R4 A 50% ethanol » H =k & ethanol o

=~ &H

(=) BATAEZRBREY  BRAEMESFEAWRHEEZ 1 mL - {2
AR B EMEZEZRZTE 2 - X EZRRFLPIRRBEZR
FERER W ELHER BZ8~124 > LR EMBERERES B
HEEZARME -

(=) BATAE X BERB T EUARERBREAE A EZART L
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B RE RFIE R FHEA AR SN TERE E M UmEE
VR R TR Y

(Z) BAEBAZEREZH UM EBAE A EXR R PERFT - KTF -
Y%7 R FEERZ AR S A ethanol 3% 50% ethanol » i ff il 2 3 Bt
ARIEM o ZHEEASBERRRFERSR > FALFARRA SN TE
A K B L ethanol 3 50% ethanol X B % 3% & & o

Fe ~ 54 3URK
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X— 2P RABESSHBIHETREN

BF Fa] (min) 60% acetonitrile(%) 10% acetonitrile(%)

0 0 100

10 5 95

15 10 90

25 20 80

50 100 0

60 100 0

70 0 100

&=~ 2P R/BZ intra-day -~ inter-day & recovery 7§ 5

Compound Concentration Cv (%) Recovery
(4 g/mL) intra-day (n=5) inter-day (n=4) (%)

300.000 0.73 2.47 103.74+4.42

Loganin 75.000 0.74 2.38 101.04+2.18
18.750 0.76 4.18 106.18%4.65

50.000 1.69 1.73 100.62+0.98

Scopoletin 12.500 2.89 2.58 102.35+£2.27
3.125 3.03 4.30 97.93+4.06

20.000 2.72 3.42 101.06x4.57

Ferulic acid 5.000 3.46 3.95 103.04%4.57
1.250 4.90 4.56 107.11£4.12

40.000 1.83 1.10 100.12+0.68

Cinnamic acid 10.000 1.37 3.05 101.85%1.77
2.500 3.17 5.32 103.11£4.09

72.000 1.69 3.15 99.58+1.16

Cinnamaldehyde 18.000 0.99 2.98 99.90%3.36
4.500 3.28 4.73 101.86%4.89
200.000 1.75 1.82 113. 67+3.97

Schizandrin 50.000 0.79 2.37 116.44£2.20
12.500 3.17 2.72 111.69+4.60

80.000 0.45 1. 68 96.53+4.56

Gomisin A 20.000 2.37 2.86 102.18£1.29

5.000 4.67 3.74 98.70+2.60
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REZ A ARREREEZRA > HAPIRERB

TRERRT2EIRE

R 24 4 4% 8 1% 12 4%

16 £ 20 £

LO 63.1244.87 65.60+4.45 66.70+2.83 67.70+3.81
SCO 6.60£5.90 6.98+3.77 7.80+4.46 7.72+3.50
FA  3.60£1.97 3.48+2.96 4.20£5.35 3.56+5.07
CA 1.36+1.53 2.1443.27 3.5244.92 3.74+4.19
CM 1.38+6.25 2.38+6.10 4.96£7.10 5.06+4.99

63.80+4.99 62.82+4.20
7.80+4.19  7.28%6.20
3.5243.21 3.36%2.54
3.60+£3.32  3.70%5.31
4.68+7.67 5.04+2.88

SCH 21.10£3.38 28.60+5.93 30.44%5.22 31.16%4.06 31.76£5.09 31.46%2.47

GA  6.50+5.58 6.94+4.99 7.44+2.15 7.80%4.47

8.04+3.91 8.00£5.27

% Data represented as mean (mg/one dose)+C.V. value (%).
% LO : loganin ~ SCO : scopoletin ~ FA : ferulic acid ~ CA : cinnamic acid ~ CM :
cinnamaldehyde ~ SCH : schizandrin ~ GA : gomisin A

R~ MR EEREEGS > HETIRRE

THRERRSTEIRE

A T 3# 45°C > 24hr  60°C - 12hr & # > 3hr
Loganin 59.3243.07 57.82%1.54 62.28+4.52 73.02+2.54
Scopoletin 6.46+4.19 10.20+2.36 14.38+1.67 16.68+3.14
Ferulic acid 2.80%6.21 3.42+6.38 3.68+1.70 4.48+1.88
Cinnamic acid 2.22+5.79 2.4616.41 2.42+2 .86 4.58+2.91
Cinnamaldehyde  1.20+7.24 1.82+4.62 1.44+6.04 2.04+6.27
Schizandrin 27.64+6.44 28.44+4 .84 27.34+3.98 22.12+1.07
Gomisin A 8.80+3.61 6.74+1.36 5.56+5.41 4.20£7.09

¢ Data represented as mean (mg/one dose)*+C.V. value (%).
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25 - ERRELTIERABLR THEER, S EXIER

ks

LO

FA

SCO

CA

CM

SCH

GA

2.08+3.42

0.31£2.38

0.13£2.77

0.25+1.39

0.13£1.78

0.735.61

0.32+0.49

1.99+1.59

0.40£2.06

0.15+5.44

0.06£5.04

0.01£0.86

0.21+1.08

0.05+4.04

2.00+5.27

0.42+0.39

0.17+4.16

0.40+5.08

0.01+1.36

0.55+4.06

0.16+2.36

2.13£5.41

0.31+4.17

0.14+3.71

0.32+2.21

0.05+0.68

1.01+4.36

0.40+3.64

1.92+3.08

0.36+5.52

0.13+3.54

0.14+5.07

0.15+4.83

1.10£3.75

0.50+3.94

1.73+£0.38

0.31+4.93

0.17+3.60

0.10+2.93

0.02+4.35

0.29+3.80

0.07+2.08

1.93+£0.99

0.39+0.36

0.14+2.50

0.22+3.63

0.01+3.25

0.75x1.41

0.24+4.62

2.05+4.20

0.38+1.92

0.18+0.88

0.36+5.12

0.02+5.98

1.20£0.97

0.52+4.43

1.82+1.05

0.33+£3.53

0.17£4.98

0.27+5.32

0.13+4.59

1.20£2.09

0.52+2.87

1.83+4.44

0.30£7.5

0.16x1.28

0.07+0.41

0.02+5.57

0.37+3.39

0.06+3.74

p—
oy B ENCE LR RS - N RS (N ST S

2.03+£0.54

0.34+0.33

0.15+0.74

0.31+£0.31

0.31+£10.9

0.69+0.33

0.38+0.09

[a—
(\)

2.19+£3.21

0.35£3.19

0.15£5.90

0.36£3.59

0.12+1.79

1.28+1.58

0.52+3.72

[a—
98]

2.20+4.13

0.34£1.89

0.18%6.50

0.3245.50

0.17£1.54

1.86+1.22

0.53£3.88

[a—
IS

2.10£1.01

0.33%£4.73

0.16+4.39

0.31+4.67

0.18+5.24

0.96+2.73

0.42+1.59

15

2.17¢1.61

0.32+5.74

0.16+5.82

0.22+3.56

0.17+£2.93

1.12+£2.27

0.50+3.47

2% Data represented as mean (mg/30mL)xC.V. value (%).

¢ LO : loganin ~ SCO : scopoletin ~ FA : ferulic acid ~ CA
CM : cinnamaldehyde ~ SCH : schizandrin ~ GA : gomisin A

%1.307C, 15 day, 70% ; 2. 30°C, 30 day, 30% ; 3.30°C, 30 day, 50% ;
4.30C, 30 day, 70% ; 5.30°C, 30 day, 90% ; 6.30°C, 60 day, 30% ;
7.30°C, 60 day, 50% ; 8.30°C, 60 day, 70% ; 9. 30°C, 60 day, 90% ;
10.30°C, 90 day, 30% ; 11.30°C, 90 day, 50% ; 12.30°C, 90 day, 70% ;
13.30°C, 90 day, 90% ; 14.40°C, 15 day, 70% ; 15.40°C, 30 day, 70%.

. cinnamic acid ~

AN BR T BRI REX

BF F4] (min) 60% acetonitrile(%) 10% acetonitrile(%)

0 92 8
20 90 10
30 82 18
40 72 28
50 60 40
60 50 50
70 30 70
100 30 70
110 0 100
120 92 8
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%+t - & Fx intra-day - inter-day & recovery 5 3 35

Compound Concentration CV (%) Recovery
(e g/mL) intra-day inter-day (%)
(n=5) (n=4)

40.000 0.37 0.42 101.20+5.56

Paeoniflorin 10.000 0.99 3.34 99.20%6.15
2.500 3.33 0.95 99.20+7.75

96.000 0.48 0.92 96.36+6.11

Ferulic acid 24.000 0.55 0.14 99.29+7.78
6.000 0.71 0.93 99.91+4.09
600.00 0.86 1.23 101.54+2.78
Sennoside B 150.00 0.55 0.40 102.34+3.89
18.75 0.92 0.73 103.25+4.56
50.000 0.50 1.02 100.35+7.65
Sennoside A 12.500 0.40 0.18 100.62+3.17
3.125 1.18 0.50 99.95+5.37

40.000 0.64 0.25 99.36+7.05
Aconitine 10.000 0.06 1.03 100.58+6.97
2.500 1.83 3.76 101.11+4.71

100.000 0.25 0.53 96.40+2.69
Harpagoside 25.000 0.24 0.62 103.46%2.75
6.250 0.15 2.87 99.18+2.39

38.000 0.35 0.72 96.29+3.78
Cinnamic acid 9.500 0.37 0.23 103.19+6.43
2.375 1.24 0.87 102.13+4.72
398.000 0.32 1.59 100.20+5.88
Cinnamaldehyde 99.500 1.06 1.57 102.70£3.35
24.875 1.10 0.36 102.85+2.39
88.000 0.53 1.55 100.51+4.87
Glycyrrhizine 22.000 3.09 2.54 101.24+3.68
5.500 1.06 2.98 102.38+4.55

40.000 1.35 0.62 08.56+2.32
Emodin 10.000 0.87 4.71 101.39£3.68
2.500 1.44 4.33 97.59+3.43

24.000 0.96 2.13 98.30+3.86

Isoimperatorin 6.000 1.86 2.61 97.51£4.90

1.500 0.83 4.24 98.79+3.38
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AN -BREFTAREREREEAZ 11 HIEZRTELERIL

Sesame o0il'”  Ethanol™” 50% Water'" Patch® Patch®
Ethanol" Water base Oil base

PA  2.62+526 202.56x1.21 172.06£0.17 137.944+3.50 0.53%5.50 4.12+1.24
FA  0.10£2.15 21.5440.21 15.73+2.04 12.28+3.40 -- 0.19+2.76
SB -- 42.1024.60 12.1844.60 21.28%0.82 -- 1.18+1.41
SA  196+4.12 11.08+2.26 36.27+4.56 27.99+2.94 7.86+3.59 0.02+2.75
AC 0.81+£1.81 107.62+0.41 40.76%3.92 20.66%4.20 -- --

HA 1.10£0.79 264.42+0.15 74.40+0.68 16.18+2.04 -- --

CA 2444020 152.02+2.54 175.54+3.52 50.41%3.70 -- 2.79+0.79
CM -- 372.94£0.56 113.52%3.00 -- -- 0.80+1.25
GH 15.35#3.71 400.18+2.50 463.38+3.72 110.62+1.77 -- 5.0320.25
EM 9234493 241.35%£1.37 173.624+0.15 2.27+2.54 -- --

IP 3422+0.89 239.25+3.75 174.56%£5.81 77.56%2.89 -- 2.00+4.08

¢ (1)Data represented as mean (mg/one dose)+C.V. value (%)

¢ (2)Data represented as mean (mg/one piece)+C.V. value (%)
% PA : Paeoniflorin ; FA : Ferulic acid ; SB : Sennoside B ; SA : Sennoside A ;
AC : Aconitine ; HA : Harpagoside ; CA : Cinnamic acid ; CM : Cinnamaldehyde ;
GH : Glycyrrhizine ; EM @ Emodin ; IP : [soimperatorin.

RIS RTUFRSHAZHEFRENX

BF F4] (min) 60% acetonitrile(%) 10% acetonitrile(%)
0 0 100
10 5 95
15 10 90
25 20 80
50 100 0
60 100 0
70 0 100
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PEREER B228 BTM

%+ - KT &z intra-day ~ inter-day & recovery % 2 X5k

Compound Concentration , v - (%) Recovery
(1 g/mL) 1ntra_—day 1nter_—day %)
(n=5) (n=4)

40.000 1.64 1.51 101.86+4.89

Paeoniflorin 10.000 1.67 0.90 97.90£3.36
2.500 0.65 0.77 97.58+1.16

96.000 2.00 0.49 103.11£4.09

Ferulic acid 24.000 0.50 0.13 101.85%1.77
6.000 0.23 3.33 100.12+0.68

600.000 0.35 1.51 103.54+2.78
Sennoside B 150.000 1.24 0.11 105.34+3.89
18.75 0.78 0.64 106.25+4.56
50.000 2.13 1.11 107.23+4.42

Sennoside A 12.500 0.52 1.09 103.04+4.57
3.125 0.54 0.61 101.06£1.26
100.000 2.34 0.63 104.38+4.52
Harpagoside 25.000 2.30 1.11 102.14+3.86
6.250 1.38 1.01 98.44%2.06

38.000 2.07 4.86 08.79+4.83

Cinnamic acid 9.500 0.95 3.47 96.111£3.83
2.375 0.76 3.56 98.45+3.91

398.000 1.83 3.33 103.44+4.23
Cinnamaldehyde 99.500 0.71 4.43 101.20+2.88
24.875 0.42 3.37 100.80£3.02
40.000 2.19 3.34 103.74+4.42
Emodin 10.000 0.30 4.49 101.04£2.18
2.500 0.68 2.09 106.18+4.65
24.000 2.45 1.44 100.62+0.98
Isoimperatorin 6.000 2.41 3.56 102.35+2.27
1.500 2.51 2.16 95.96+4.28
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A+~ RLFARABBRERZIBERA» 2 ER

Compound Sesame oil Ethanol 50% Ethanol Water
Paeoniflorin -- 26.69+1.88 114.23+£2.14 92.99+2.98
Ferulic acid 0.18£2.30  3.27%6.70 11.23+1.27 4.54x1.17
Sennoside B -- 147.2144.62 219.2945.39 137.62+4.83
Sennoside A -- 11.23+1.52  56.82+2.54 --
Harpagoside 0.11x5.37  3.77%£6.95 14.37+1.46 --
Cinnamic acid 0.47£2.18  5.33%£3.14 15.18+0.95 4.2242.16
Cinnamaldehyde 0.72+2.14 5.42+2 .48 -- --
Emodin -- 0.75+5.97 1.57+£4.70 --
Isoimperatorin -- 4.03+3.63 1.56+5.68 --

sk Data represented as mean (mg/one dose)*C.V. value (%)

Rt= T2 RAEBGHRIH RN REN

Time Flow rate Mobile phase A Mobile phase B
(min) (mL/min) (%) (%)
0 1.0 90 10
10 1.0 80 20
13 1.0 77 23
23 1.0 77 23
30 1.0 50 50
40 1.0 40 60
50 1.0 30 70
60 1.0 0 100
65 1.0 0 100
70 1.0 90 0
75 1.0 90 0

A: 10% acetonitrile (adjusted to pH 2.8 with phosphoric acid).
B: 60% acetonitrile (adjusted to pH 2.8 with phosphoric acid). -

Rt= T2 RBRBIM I H2AERERR (—)



TREFR F22HM R TR

Compound Concentration CV(%)
(¢ g/mL) intra-day (n=5) inter-day (n=4)

128.00 0.07 0.55
Paeoniflorin 32.00 0.07 0.43
8.00 0.77 0.58
108.00 1.26 1.31
Ferulic acid 27.00 0.10 0.81
6.75 0.31 0.53
124.00 0.50 0.74
Cinnamic acid 31.00 0.30 0.31
7.75 3.05 0.90
1000.00 0.31 1.03
Cinnamaldehyde 250.00 0.09 0.68
62.50 0.41 1.25
2076.00 0.52 0.37
Glycyrrhizin 519.00 0.19 0.41
129.75 1.62 1.88
12.00 0.45 1.17
Calycosin 3.00 2.37 3.33
0.75 3.60 4.67

2tw -~ +2RABBEBIW HiEZERRR (=)
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Compound Added (mg/mL) Founda) (mg/mL)  Recovery (%)
128.00 130.00 101.56+0.24

Paeoniflorin 32.00 33.00 103.13+0.65
8.00 10.00 125.00+0.25

108.00 107.55 99.58+0.45

Ferulic acid 27.00 29.11 107.81+£0.38
6.75 7.64 106.18+0.22

124.00 127.36 102.71+3.27

Cinnamic acid 31.00 33.24 107.22+3.55
7.75 7.26 93.68+2.38

1000.00 986.57 98.65+0.50

Cinnamaldehyde 250.00 241.36 96.54+0.41
62.50 57.69 92.30+0.30

2076.00 2156.00 103.85+0.21

Glycyrrhizin 519.00 543.11 104.64+0.06
129.75 145.23 111.93+0.79

12.00 11.91 99.25+1.23

Calycosin 3.00 3.21 107.00+1.08
0.75 0.82 109.33+1.33

(a) : Mean, n=7 ; (b) : Mean+S.D., n=7

R+E -+ 2RBEBIRESH

Pa

Fa

Ca

Cm

Gly

Cal

1 1.97+0.82
2 1.71+0.73

0.84+5.00
2.91+2.10

2.56+£2.22
2.09+0.28

22.79+1.48
57.66+0.73

33.00+3.87
30.29+£3.01

0.07+0.03
0.17+0.02

3 1.78+1.71
42.25+0.24

2.224+0.91
2.02+4.03

2.05+0.23
2.69+1.71

44.85+0.09
52.91+1.69

37.34+£1.92
31.02+2.37

0.51+0.03
0.53+0.33

52.06+£3.16
6 2.37+£0.92

1.57£1.21
2.39+1.15

2.24+0.09
2.58+0.34

43.15+£0.14
49.96+0.10

30.72+1.23
35.28+4.16

0.41+1.33
0.53+3.25

s% Data represented as mean (mg/30mL)£C.V. value (%).

s Pa : Paeoniflorin ; Fa : Ferulic acid ; Ca : Cinnamic acid

#& Cm : Cinnamaldehyde ; Gly : Glycyrrhizine ; Cal : Calycosin.

3%1.30°C, 30 day, 50% ; 2. 30°C, 30 day, 70% ; 3. 30°C, 60 day, 50% ; 4. 30°C, 60

day, 70% ; 5.30°C, 90 day, 50% ; 6.30°C, 90 day, 70%.

2t+X =FHEHBIHETREAX Time Flow rate
Mobitephase A Mobile phase B
(min) (mL/min) (%) (%)
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0 1.0 100 0
40 1.0 100 0
45 1.0 90 10
55 1.0 85 15
60 1.0 80 20
80 1.0 75 25
90 1.0 70 30
95 1.0 50 50

110 1.0 0 100
115 1.0 100 0
120 1.0 100 0

A: 10% acetonitrile (adjusted to pH 2.8 with phosphoric acid).
B: 60% acetonitrile (adjusted to pH 2.8 with phosphoric acid). *

2ttt ~&=FomFEzERER(C)

Compound Concentration CV(%)

(e g/mL) intra-day (n=5) inter-day (n=4)

80.00 0.77 0.65

coptisine 20.00 0.57 4.79

5.00 0.78 0.79

240.00 0.54 1.48

berberine 60.00 0.12 0.82

15.00 0.10 0.32

120.00 1.25 2.55

sennoside A 30.00 0.21 0.35

7.50 0.05 0.15

350.00 0.88 0.31

baicalin 87.50 0.10 0.29

21.88 0.09 0.93

35.00 0.02 0.27

harpagoside 8.75 1.30 0.84

2.19 1.17 1.18

350.00 0.21 0.23

baicalein 87.50 0.25 1.04

21.88 0.03 1.11

40.00 0.65 0.18

emodin 10.00 0.11 0.58

2.50 0.30 2.64

RIN~&=F o hrzEER®R (=)

Compound Added (mg/mL) Foundad) (mg/mL) Recovery (%)

coptisine 80.00 81.01 101.26+0.14
20.00 18.13 90.65+0.85
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berberine

sennoside A

baicalin

harpagoside

baicalein

emodin

5.00
240.00
60.00
15.00
120.00
30.00
7.50
350.00
87.50
21.88
35.00
8.75
2.19
350.00
87.50
21.88
40.00
10.00
2.50

5.34
239.21
59.71
15.93
114.67
29.05
7.75
353.01
106.60
20.99
34.20
9.82
2.22
328.27
80.41
22.00
37.69
10.74
2.53

106.80+0.34
99.67+0.21
99.51+0.18
106.20+0.51
95.56+0.54
96.83+0.79
103.33+1.73
100.86+0.23
121.83+0.37
95.93+0.41
97.71+0.32
112.2242.00
101.37+0.79
93.79+0.20
91.90+£2.12
100.57+0.19
94.22+0.98
107.40+2.35
101.20+0.92

a) : Mean, n=7 ; b) : Mean£S.D., n=7

R+ EZFRRERY EZ R ENH

Compound  Sesame oil Ethanol 50% Ethanol Water
coptisine - - 5.26+0.71 5.87£0.31  0.16+0.51
berberine 0.07+0.43 25.45+0.25  29.17+0.05  0.68+0.08
sennoside A 0.10+1.48 39.33+0.21  45.13+0.18  0.05%1.19
baicalin -- 64.65+0.18 73.32+0.11  0.36+0.53
harpagoside -- 4.72+1.85 3.87£1.08  0.01£0.43
baicalein 1.47+0.14 23.01+0.32  25.08+0.08 0.61+2.8

Data represented as mean (mg/one dose)+C.V. value (%)

Ry L T P

Patch
Water base Oil base
coptisine -- 0.003+0.67
berberine 0.053+0.37 0.017+0.88



TREFR F22HM R TR

sennoside A 0.061+2.59 0.006+1.24
baicalin -- --
harpagoside -- --
baicalein 0.043+0.37 0.024+1.54
emodin 0.009+1.37 0.004+0.70

Data represented as mean (mg/one piece)+C.V. value (%)

Ro—wELEHBHAZIMETRERN

Time Flow rate Mobile phase A Mobile phase B
(min) (mL/min) (%) (%)

0 1.0 97 3
10 1.0 97 3
25 1.0 94 6
36 1.0 94 6
45 1.0 88 6
50 1.0 87 12
60 1.0 87 13
70 1.0 70 30
75 1.0 57 43
80 1.0 55 45
88 1.0 55 45
90 1.0 40 60
100 1.0 28 72
106 1.0 15 85
110 1.0 15 85
120 1.0 10 90
130 1.0 0 100
140 1.0 0 100
145 1.0 97 3

A: 10% acetonitrile (adjusted to pH 2.8 with phosphoric acid).
B: 70% acetonitrile (adjusted to pH 2.8 with phosphoric acid).

o~ WEEERAIM A EZIFABMAELBHEAR

Compound Concentration CV(%)

(1 g/mL) intra-day (n=5) inter-day (n=4)

Berberine 200.00 0.12 0.65
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50.00 0.44 1.01

12.50 0.24 1.33

20.00 1.26 1.31

Sennoside B 5.00 1.11 0.81
1.25 1.36 1.65

280.00 1.36 0.74

Hesperidin 70.00 0.56 0.31
17.50 2.05 0.89

160.00 1.31 1.05

Sennoside A 40.00 0.59 1.68
10.00 0.41 1.25

240.00 1.42 1.37

Glycyrrhizin 60.00 1.19 0.41
15.00 1.52 1.88

360.00 0.88 0.55

Curcumin 90.00 1.22 0.46
22.50 1.25 0.53

60.00 0.51 0.43

Emodin 15.00 0.59 0.43
3.75 0.33 0.54

60.00 0.54 0.58

Imperatorin 15.00 0.25 0.33
3.75 0.33 0.41

40.00 0.52 0.54

Magnolol 10.00 0.16 1.89
2.500 1.64 0.37

R~ BB M T 2 R R

Compound Added Founda) Recovery b)
(mg/mL) (mg/mL) (%)

Berberine 200.00 207.12 103.56+0.44
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50.00 53.07 106.13+0.55
12.50 13.60 109.00+£0.93
20.00 20.12 100.58+0.54
Sennoside B 5.00 5.39 107.81+0.22
1.25 1.35 108.58+0.46
280.00 285.07 101.81+£3.76
Hesperidin 70.00 75.12 107.31+2.57
17.50 16.52 94.40+3.38
160.00 159.28 99.55+3.50
Sennoside A 40.00 39.42 08.55+4.41
10.00 9.33 93.30+2 .30
240.00 255.70 106.54+0.21
Glycyrrhizin 60.00 65.19 108.65+0.06
15.00 17.04 113.63+0.79
360.00 365.62 101.56+0.64
Curcumin 90.00 93.72 104.13+0.35
22.50 25.08 111.47+£0.93
60.00 60.34 100.56+0.54
Emodin 15.00 16.17 107.80+0.22
3.75 4.08 108.80+0.46
60.00 64.15 106.92+3.76
Imperatorin 15.00 16.10 107.33+£2.57
3.75 3.61 96.27+3.38
40.00 39.86 99.65+1.23
Magnolol 10.00 10.00 100.00+1.08
2.50 2.73 109.36+1.33

a) : Mean, n=7 ; b) : Mean+S.D., n=7

R B EFEBFRAERTEIZESH
Compound Sesame oil Ethanol 50% Ethanol Water
Berberine -- 77.20£0.45 75.11+0.32 11.17£0.10
Sennoside B - - 4.94+0.02 7.55+0.26 1.14+1.08

- 500 -



PRESSMR F224H X T

Hesperidin - - 182.72+1.33  232.91+1.81 123.34+0.74
Sennoside A - - 27.54+£2.21 79.38+2.39 --
Glycyrrhizin = 117.46£1.68  139.85+0.98 225.33+0.89  128.38+1.72
Curcumin 93.72+1.48 233.32+1.26  60.96+2.65 4.53+2.25

Emodin 11.41+1.80 9.62+3.20 9.36+1.81 5.73+2.25
Imperatorin -- 24.03+1.05 6.36+2.05 - -
Magnolol 1.47+0.14 32.37+£3.61 22.1842.14 4.42+2.16

Data represented as mean (mg/one dose)+C.V. value (%)

A=_B - WwELEHAMRGBREAZZESW

Compound 7K BE AT P RE AT
Berberine 0.58+1.25 0.12+0.19
Sennoside B -- 0.02+1.38
Hesperidin 0.25+0.12 0.02+1.20
Sennoside A 0.09+1.06 --

Glycyrrhizin 0.80+0.23 0.28+0.89
Curcumin -- 0.002+4.32
Emodin 0.12+2.22 0.45+2.82
Imperatorin -- - -

Magnolol 0.46+0.48 2.32+0.78

Data represented as mean (mg/one piece)=C.V. value (%)
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