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Study on the identification of Chinese herbal drugs by chemical analysis

Shuenn-Jyi Sheu
Department of Chemistry , National Taiwan Normal University

White peony is a hemopoietic drug capable of supplementing blood,
alleviating urgency and arresting pain, while red peony belongs to the
category of blood enlivening drugs capable of clearing heat, cooling
blood, enlivening blood and removing stagnant blood. From the medical
literature, the herbal formula Cinnamon and Hoelen Combination should
contain red peony as component, and the formula Peony and Licorice
Combination should contain white peony. Thus, the use of correct drug
materials is a prerequisite in the practice of “prescribe according to
symptom complex”. This study employed Cosmosil 5 C;3-MS column
and used phosphate salt solution together with acetonitrile and methanol
as eluent in the analysis of the herbs. The result shows that the distinction
between the two herbs lies in the albiflorine to paeoniflorine ratio, which
is almost zero in red peony; whereas albiflorine is found to exist
markedly in white peony. The most important with this method is its
application to the analysis of simple herbs and herb formulas. CE may
also be used as an analyzing device. This study analyzed 14 formulas
containing white peony and 3 formulas containing red peony.

Traditional Chinese medicine practiced in Japan is required to use
Japanese coptis for this herb itself, but the Chinese Pharmacopoeia
includes Szechuan coptis and Ya coptis. Currently the Japan Health
Ministry began to investigate to see if there are any differences between
herbal preparations from the two kinds of coptis. We used ODS-80TM
column and acetate salts and acetonitrile as eluent and found differences
between the finger prints of the two kinds of herbs. The Japanese coptis
does not contain epiberberine, which, nevertheless, occupies one seventh
of the content of berberine in Szechuan coptis. CE is even more suitable
for analysis of these alkaloids. The method presented herewith can be
applied without difficulty to the identification of botanical sources for
herbal drug materials, simple herbs and herbal formulas. This study tested
ten samples of coptis preparations.

Ancient medical texts record, “the open-mouth articles are good in
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depression. This study used Cosmosil 5 C;g-MS column and acetate salt,
acetonitrile and methanol as eluent for separation, and discriminated the
two varieties by the pharmacologically active constituents evodiamine
and dehydroevodiamine. As a result, the open-mouth article contains
more evodiamine and the contrary is true with the closed-mouth article.
This feature can be applied to the test of commercial articles. This study
applied this method to the analysis of xxx samples of Evodia
Combination extract preparations.

The shelf lives of the chief constituents in herb drug materials were
also tested, and, generally speaking, they are reduced with time, but
without any observable regularity. This study made a series of
investigations on the drug materials evodia and peony.
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PRAHZBTIOXLEE RARBET OSSN RACRINNLE L ¥
HBEREEEREERTR RUBMBALBEA EFERHMRERAKRAGHHE
Yo REBE AR B RIE - BB44  ARFR - HRUEHEAEVEE
A EEEBRFIRARLELRER - PEBRARK  BEALHBOBRH TR
BARERGHEY  BETEXSBASR  BNIENALRBRGRRE
£ ZifdH — DNA/PCR 94 % - RBRAN—HF EARFBANEBIE
EF R UB A8 BTG QA AHEY O SRR TR EZHFERKE
B MAFI R AN AR > RRBIE o RBELFEMEMA N RNER L
BATEBFNOER —RRELRRAR G —AEATHB T L85 H 18
ERTH - BArALERRHL EESENBETHERAMNEX -

BEARFAEDO R ELE(1] > 8 AT 8 # %X E R ¥k (Bphedra
sinica Stapf)$i ¥ Fi% (£ intermedia Schrent) ®#E % » EFLRERATH
E/PE > 1> ME/MPE > 10 » NE/NPE > 0.4 > ﬁ?ﬁ%"% E/PE < 0.3 » ME/MPE ~ 1
NE/NPE < 0.4[2] -

FAAHEEAED O IIRME[3] T Bk £ 8 R) KA (Phel lodendron
chinense Schneid) % M & 44 (P. amurense Ruprecht) » & T R, & # ¥+ (P
wilsonii Hayata et Kanehira) » #F#HBARTARAIBREFLERBRESR
GEBAGRAMEY SV ERER S M F e berberine ) KM FA8895%
4% 42 magnoflorine E A% FW =42 — A MBS T ATE T394£ 41-42ng/g

| Wik &1 15-16mg/g 0 BT A A reh k(4] -

AEBE MO RIRR(5] EBAATRATMABRS Panax
ginseng C. A. Meyer, A a4 84525 —HBAMNELRH - 2L FH(6]
EEERBRABASELEFRR UL RAS S RHBASLEEFAGSH 2.6
4% Rbl % 2.54% 2 Rgl 57 2 & 0.9 4% -Rbl FE e RE# TIEF &M > Rgl
FRERRBEVIRFEER - AMELEH  Rgl/Rbl £AS AR 1.83; 24
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Bl LEAEY O EER AN REY  AERTRAR aitExa
B Mt ERAYS RE—RRALLABY BaEAEAYN8]  HMAT
%&ﬁéﬁf » # % % Peaonia vitchii Lynch, @8 & P. lactiflora Pall. (=P.
albifloraPall.) » ¥ BHRE &M RERELAMN ARG % e AR A
NoES o FERIRMEES  BhiTHEARERL - RERAGIALE
albiflorin % oxypaeoniflorin e5tbid @ & % ¢y AF/OPE #4942 2-T 2 Fd » mFxH
befd 494 0~0.3 B - B 5 > &% & paeonol[9] B o H

ER AL EAME O ERARE[10] - B2 (Coptidis japonica (Thunb)
Makino)i2# epiberberine #» berberastine, # % )12 (C. chinense Franch)
% 5 (C. deltoidea C. Y. Cheng et Hsiao) 4R Ba Rk [11] -

%%ﬁ%%%ﬂﬁ%%%ﬁ*ﬁkﬁéﬁ%ﬁ%f » &% % ( Evodia
rutaecarpa ( Juss. ) Benth.) &% #( E officinals Dode)[12] - 2 & &
MRKEEFERERRERNY ABERESELGRF S FRLHRTFRE—
B ETEIRAEEMO)RFERATH(H DSl FRRARZ] - F
BrRmoERE(14,15] RREHEBT HERERAZHNES flavonoids
454§ & evodiamine, rutaecarpine, evocarpine =#w#4 & flavonoids EA
Mokt #=myumoEs -

L RE Sl Es > SRS ERmtets ¥ARKER B
BRbEBARE - A5 ERM REFAHIKEHORERRE > {e £ 48
MAXHR  RESNTRASHSMLTHRA > Bk — KRR ephedrine
3P4k % A berberine 3% - ¥4 A ginsenoside Rbi #+ A% A
paeoniflorin 3#% % # > A evodiamine PELEE - EHNSEHRE P ER
LEEHRIERR HlERERTREHATH g R E R M A2ATE
ephedrine & % ° 1 & pseudoephedrine & % * & %@ ephedrine #
pseudoephdrine &) #IEH AR » BARFHA FRFE - A PREREER
(BAREMBEYMEYB 2 ephedrine &Z 7 pseudoephedrine); ## 27!
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AZ EXBRERBTERG R0 5656982 FARKRD] 28 A S
RAASGHRGKTFEIRER RS RNBEARSTEASR TGS EHURSE
RER RRAAFHIBAHEEHMARFANERBR 283 A5 TR AR

AER - ER - RXLAREN
BBt AMRGBHRFEIMB —RAZESIH > TREHEHEERIER
mHEF o

At EE - S EHrsri A (PLC) R&m¥ ik (CE) MMF & 4
HEMEREMYUBAMBICL R oLt 0 A AHE AR KK - HPLC 2 CE R
RrfmatEti BBEARSERE RESHTSEX  AFE W LA LR
a4E R - [16]

BEAERF  PRRR - R F R ERA % F K F &4 0 352 ephedrine -
pseudoephedrine ~ methylpseudoephedrine ~ metﬁylephedrine » norephedrine
#v norseudoephedrine % A #ykk &%, %« ¥k S BT TERFAATRRE ERF
P =% A ephedrine $ pseudoephedrine t9teE R o9 - B m &
# A CE 2 # 8% > M isoleucine #yitEiE R HGEXR - B HPLC 4-478%F » 24 SDS
BB ERBTR®E TH3£ 8 A 40 724N % A& ° ephedrine &
pseudoephedrine #ytufl » £ERF AN 1 £ FRFRDAL -

EHMAEMEN S N EH - REHMRBAEHE LM 4F berberine
palmatine ~ jatrorrhizine - phellodendrine & magnoflorine s s - €%+
LA FHUBMEZRAMFHEALAFTH YEFHRBHSTHRER €N
B ¢9 £ £ 4 berberine & palmatine #9tbf - FAARB A CE 24785 » LABEERSN
Bk AERER > A HPLC 24785 » A SDS 9 BB R BiF R » T £ I R 3D
48P % % ° berebrine $ palmatine shtbfd » M FH G 1-3 £XFHMAK
718 -

AL BHMEZOHAIIGASEE A5 W H ik 1994 £RARREH
BTRAHZE+—Aoey BPLC Hik > BAARRE  BL Riehnr T
MRAY - Bb AHEF—FINMMBFERAASYUBOM Ik AP E

N
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GRTEAS  HRET ASUMAAKELRMEIARD
ginsenoside R #9 4% » MBRARE# NGBS %t 2 RBEGLRFIETRE
ginsenoside Rgl £ Rb #ytuf > @A &% (&%) AN L8> EABARN0.3
2 0.8 2R ARAEAIR0.15- ASEERRERS > AXRAA KA
BAe %5 H (8 C18 - HLB) A& R Flishkat b k£ — b F MK » Rik2
AEAEH AR LRSEAERE 5. 42ng - BHREF Y B ABE= 57
BB X HPLC A TRAZAWE T M SPIAFHET
RS RFENERRHTREA ARD SR E - A TRARMER -

BA ARERMSR T RUBMO ST T4 HATE—ATHELE RS
BAN  HLAR dRRAFZEBERASHARBR(ANA = 0ZE
Bek BESRESARSHME SMEACEATPRSHIE THEHR
BHEREAEFRMILA SR LRARARESAR) CEARTRA S 654
FEME 0 BTRERT 0 SREREE o RBEEMNHET > HRFMETER
B R R S R - AT R BT A BT A AN

¥ 8 5F R

1. #HBB - RIS -FRE - FBME -BREL-REZ > HAEHE P31
BB AL > 4 3k(1985)

2. Y. M. Liuy, S. J. Sheu, S. H. Chiou, H. C. Chang and Y. P. Chen, Planta Med., 59,
376(1993)

3. [ refll, pll7.
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ARBEEMZSEATRIMEY  RARKUNREAAR - H2f £
/& Paeonia albiflora var. trichocarpa Bunge R E A EHMEIR ' REANSE
BAHELRRE  FAZDZHEF N EWEB RIS HAF - MAMK
REMIE AA ko REMRE  FERMREMNGHEZ > w)| - R4 #H ¥
MHAEXLS » BATHMEH -

%) % (Paeoniae Radix) > & %% —A &% P lactiflora Pall. (=P.

albiflora Pall.) » — & # % Peaonia vitchii Lynch: T & & ik @H izl
EME e FEAAABRORBARIE REXAE 50 - BiDF LT
BERGEIMPRE - AREF T GHBRME > FEF LA - o ih 3
HELRFREN MK ZHMBEMAR  BA - ABKHE BEER oR%E
& AN AERM R LRORKS MEEIRE BE e ELAEEY
RE > WAL BHirli - XRHBHBFHR Kb~ Bt~ bRARFIRE
EERMH - R - B B HE BN ARRE  RFARMMEFE

BB ERHILRERAH ¢ Gallic acid(GA) ~ benzoic acid(BA) »
paeonol (PN) ~ oxypaeoniflorin(OPF) . albiflorin(AF) ~ paeoniflorin(PF) -
pentagalloylglucose(PG) ~ Benzoylalbiflorin(BAF) - {b# &M=k B PR~ °

ARRBEL@ETTAMKC o F ik TEHAFRPF BB EAEGY
Fo e PR LHGRE -
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Oé OH

Benzoic acid (BA)
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2-2-1 BRRESE
2-2-1.1 K%mER

G B RS o R&EMB sodium cholate (SC) # & Sigma (St. Louis,
MO, USA) : # &9 & 48 (sodium borate) & # & (ammonia solution > 28%) %
Nacalai Tesque (Kyoto, Japan) iﬁ.%"l’%?}%#& naringin hydrate % Aldrich
(Milwaukee, WIS, USA) #X# - &8 (methanol) #v# ¥ % (acetonitrile) & LC
%3\ ¥ Mallinckrodt (Paris, KY, USA) - et S REHERG L 8 T X
(deionized water)& & Milli-Q system (Millipore, Bedford, MA, USA) -

2-2-1.2 TRHKB
8L % Tk 4 4  Wanters Quant 4000
Bk 7 2 A ( pH meter ) * Suntex SP-2200
B0 - Hettich Universal » 244 %10 nlx 12

2-2-2 ik
2-2-2.1 JHSHHEMAE

2T REARMNAZ 100 cm x 75 pm [.D. (Polymicro Technologies,
Phoenix, AZ, USA) » Z{A# &92. 4cm -

R EHEK © R100mBar 9B A ESRHS 1.2 £ -

BAEER  20KV(ER) > hEBE 4R -

B 24.2~26 °C

1R & * 254 nm
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CZE o#rtkth: & Em A 150M Na:BOr s &K EpH=9. 8 44 eFh] 40
min °

MEKC #1484 @ & 815& 590%4 15 mM Na:B:(r > 50 mM SC &4 (£ANaOH
#ZEpH=9.8) ; oA R 40miﬁ o

2B X KA o oA 0.1 MNaOH 4 248~ 287K 4 448
UEREHER 4 ST RLmE EHBRBITH
%22 0.1 MNaOH 5 48 - X &FK 5 48P RL
| o

2-2-3 BHZ ZEHH

HAE 3.0 LY BHK 0 % 50% LEERE 6nl EAERER  AREAME
HE 10 248 AophgEe  ERAZR BUERAPAREES 2.5ml »
R50% ZEEAHZEE 25ml 0 48 No.l REBR A EZIRER  BREFTM
BEREMZ P SHER |

o SRt

2-3-1 skt 2R3

EARRRITZA » AA1990% > Honda EAAEA e CZE HA—100mM
MR SR (40] ABRBEMEA R EaNHRBRE - CRE
HERRE > 24 RTRE RO > S ATRRKAOEE - RRELES
(baseline fluctuation)®#H & - FANE LW MERRE HAE—ELXERF -
ABX TATOMERRESE  BREETRESBORS DR AKBEY
BILRAEIOD ERBATHY SALHEGRE Sk SRy B 8 A
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EEEEREE CIE H4 RER A F EMA(OPF PN BA-PC & GA)
WA SR > T AL SEMARGLE PEAF o BAF RIEF— @B HMER - Bk -
AN ERY 0 B—FHME MEKC 4428 -

BAFDERB Y PHRHE AR UGBS YE HHEENE FRHF
& & M A ° sodium dodecyl sulfate (SDS) - y-cyclodextrin (y-CD) -~
B-cyclodextrin (B-CD) & sodium cholate (SC) %4k iXsi /& PF - AF #
BAF - % B-CD & SC oA EIR %L 12 B-CD EMEMK( 60 ) &
A EMW (spike) - Esbf MEKC #RbeyiR4F ¥ > SC BFARGE LA -

ERGRFRALALEFBSS  EHRITAFDEHEIRGTER
(conductivity) Rl » #i& RAKEGEY - EHIF T HE L EHT R
RECEGATR TR RA R ARFE O ERELRLK( tailing ) - BATRA
WREHABK—REARKFEIAKR—RAUB TR EURBREARE -

2-3-1.1 CZE#4

ERBHCIESEAT MEBRAE 15 M Lo &AM pl HEED. 80 -
T4 PN~ OPF - BA PG o GA ZA% - 12 BAF - PF #oAF 43 7k i sh oo
BB -

2-3-1.2 MEKC3f 4

e R CZE Fikey M4l MEKC o4 7k M £ 2444 CIE YR85 0%y
BAF - PF #oAF =M &iameyms - EFET  #HA SC AR BDFNE - 4
THIRFNTHEER  wATABRSHE —FEH  UARGERRE - AFHR
&4+ ¢ 90%4y 15 oM Na:BOr & 50 mM SC A& (L £ KHME pH=9.8 )& 10%
6 F 8% > JRAI 8T AF - PF - BAF ~ OPF #o PN -
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204 OFF oo
™
v
154 s
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[ BA lo
..._..L.._L_J A
<54 =)
, ) 5 E) 15 20 P 30 35 40
) Minutes
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15 s
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104 10
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v PG
5 ls
AF I
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0 L‘MW 0
] S 10 3 20 25 30 35 40 45 50
Mingtez

HEMERRZ T AR N
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2-3-2 BHMBRZ M

BRYB2HKL=4 EERELF=RAF-PFzi4 i
AF : 5.49+ 0.12(mg/g)
PF : 16. 70+ 0. 38(mg/g)

Py S
OPF : 0.06% 0. 04(mg/g)
BA : 0. 02+ 0.01(mg/g)
PG : 2. 04+ 0.09(mg/g)
GA:0.29+ 0.01(mg/g)
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Fwii AAMEBMZEETSHN

BRAXETEUBBILZERE  EHXF=R' LKEAF-PFZ P44
HHa S Ru g UMz MR -

AT BZ L BUARBH ERL T ¢
* & %

1. bkér w435

Beir 5.0 423t 2.5 €88 5.0 ) % 2.5 @4 5.0 BibF 5.0

2ELSBEH

BA40G8 30 %40 BF30HE 1S5 FI0ORFIR60 LS04

# 2.0

3REMILE -

EHA0ERAO AT 208 L 20K 230 B3048205FS0HE

20K82084 810 '

4.7 IR M

FR202820 HE20EH20)E20&8% 20 R4 20 mK20%FK

20.L42.0 HE 1.0 &% 2.0 4420

5. BAEK

BE20LF205% 1.2 1.2#881.2K21.26:%2.0#12.0

NE 121208k 1.2HE1L.2R&2.0%5H 1.2 84 1.2 44 1.2
Brl24£81.2

* # 4
1. o 7 B 5
EF24 4B 168 1. 24824 40K 2.4 HE0.844=3.25%£30.8
$B24K5 1.6 M5 1.2
2. MR E %
FE6THH4L0NE 404 2.TEH 4002 THi=2.7
3. Bk
FEBOAB20EH30LE2.04EI0%HX30
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-1936 m¥Y

P HS
1 [
5 5
s
o PF o
AF
. . - ] — s
] s 10 5 20 F3 30 35 40 45
Minutes
TERERIFZRTE
Time: 0,000 Minutes Amp: -1.207 mV . 0
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1o 1o
v
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1S
oF PF
o lo
K1 5
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TEHANEMGZRTE
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Time: 0.084 Miawtes Amp: -0.435mV

154 M5
104 10
s‘ L
P 1S
o AF o
K -5
5 10 15 20 25 35 45
Minutes
b s N:A
TEHMGRLFZRNE
Time: 0.084 Minutes Amp: -0.435m¥Y "
154 iH
104 10
54 5
. 1$
PF
— 5
1] H 10 35 20 30 35 40 45
Minutes

L ERCS & Eud
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o8 SBRBEKZSWESRE BESo0

—. HPLC Z 447 &4+ - |
Buffer : A : H,0 : KH,PO4 ¢ 10%H3PO4 (1000ml : 2.72 gt 1 ml)

B : CH;CN

C:H0

D : CH;0H

Column: Cosmosil 5C5-MS
Pump system : Gradient » 4o & Tme A B C D
Flow rate : 1 ml/min Initial 90 10 0 O
Time : 60 min. 20 o2 000
Post run : 15 min. 40 65 35 00
55 0 8 20 O

Wavelength : 250 nm 60 0 10 90 0

BERER (BY)
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175k B AR5

DAD1 A, Sig=250,4 Ref=550,100 (C\HP CHEMZ\DATAWYUEEIR 7240412 M 1371 0D90D 19. b)

3
3 3
? c

W

Q

o
I

L

2.v9 it B4

| DAD1 A, Sig=250.,4 Rel=550,100 (D WUEIA A 2\0605\6 LYW5170010.0)
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BHEEHFH

DADA A, 6ig=250.a Ref=550,100 (C \HP CHEMZ\DA T AWVUYEER A 2\0604\WM 1108050008 5)

min

A.ﬁmﬂ@,

&

DAD1 A, Sig=250,4 Ref=550,100 AU;.S\CJMﬂ F2\0700\G LY_PF~7¥03100002.D)

min
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SAEHY B

Fo B %

DAD1 A, Sig=250,4 Ret=550,100 (DXWUELR 2721101916 LY"\07 260008 .D)

min

6.4 XA

DADA A, Sig=250,4 Refs550,100 (C:HPCHEMZ\DA TAWUNEEE A2\1015\CA_PN~1\08280022.D)

min

-
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TR AR T

DAD1 A, Sig=250,4 Ref=550,100 (D-WYU\EIR A2\0005\P FY03100003.D)

20

8REEYH

DAD1 A, Sig=250.4 Ref=550,100 (C:\HP CHEM\DAT AWYUNEEE 71211204\ 1110090009.D)
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1. ¥ wiF

| DAD1 A, S5ig=250.4 Ref=550,100 (C\HP CHEMZ\DATAWYUVETR 712113 16\M1110080012.D)

o 10 20 30 a0 50 min

12.% S5 8k F

— DAD1 A, Sig=250,4 Ref=550,100 (CAHPC HE MDA TAWVLNEEIR A 24132 1%W11v10000014.0)
:.:Dclu
Ano.m
4oo.m
wo.m
80
40 =
20 —
odJV
— —— e T e e
Q 10 20 30 40 50 min
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13. 2%

DAD1 A, Sig=250,4 Ref=5650,100 (CAHP CHEMWZ2\DA TAWYUVEER A211309'YM 1110080017 .D)

14.8 Y 4=%

DAD1 A, Sig=250.4 Ref=550,100 (D \WU\EA /72\1701\G LY\07 260002.D)

‘a0 50 min

L4]

1]
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1. fo B 35 B 5

[ DAD1 A, Sig=250.4 Ref=550,100 (ANOBOS\ME THOD 131448428803 14.D)
mAU .|
80—
60 —|
8.‘
20—
Ql

- R AR A a

) 10 20 20 40 50 min

2B A

N DAD1 A, Sig=250.4 Ret=550,100 (CAHPCHEM2\DATAWUVEIR 521307 3\PF_NAR~1\10170008.D)
_3.>Cﬂm
300} S Lt T, :
250 -
200 =] .
150 —|
100 <
50 -
0 - ——— e —— e —— —— e e e Y e e A e e
o 10 20 30 40 50 min
$ LA .
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_\ DAD1 A, Sig=250.4 Ret=550,100 (AN320\SAMP LE1\BASIC\161124\851202.D)
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FwE HFEUR HHBRMBEMN

B8 Al

o}

FAAEAGTR  FRAASEFIA LR BAR TRRGmER, &2 -
EABHSRATEEEARRSRAER  ARA L FRANFRRA
EKAEE EeBECHE E% HE  RAMK  ERRE kb~ B -
B UEABREE AMAEABBRALEIZHFATRERA - EXxB2RRALK
# (Ranunculaceae) MM HRRE > 4o

(1) ni& (Coptis chinensis Franch); -

(2) E:i# (C teetoides.C.Y Cheng) ;

(3) 8i& (C. japonia (Thunb.) Makino)-

SRR LA ZIE 0 1886 5B AFRARARLAEH 31962 2 ik
BG4 £ 2% 4 & berberine » palmatine coptisine » epiberberine °
jatrorrhizine » columbamine - berberastine #¢ magnoflorine % - &4k 4 Hik

e &R T ¢

33



L

<

0

0

~ coptisine

jatrorrhizine
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1962 # Haginiwa % A4E3t berberine # 4 #kty %iﬂ’ﬁﬁﬁ ' BB,
berberine » palmatine » jatrorrhizine %%#ﬁ&ﬁﬁﬂﬁ I - BV berberine
fER &% © 1971 % Sawada ¥ AR F4 &8 5474 8 & 5 # & berberine >
palmatine ~ jatrorrhizine & coptisine ¥ BRI > BRYF AL W E
M > @2 coptisine ﬁ'ﬁ’i‘%ﬁ HRBZEMRER B4 41964 £ Chang %
AR R magoflorine £ o B4R o

o8 ABEHE

BE - BH S BHEFALZARAALERERALL GBS - B
B o TH

Y LT WA P

e i j . 1 3

& h 1 \.
{ Y Mh—{\'{ =N

| JIIR Coptis chi;tamis kraﬁdl Bl Coptis deltoidea C, Y, Cheng et Hsiao
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Rt TESRELB M

— HPLC Z 54 %44 -

Buffer : 50 mM CH3COONa+2 % CH3;COOH
Column : ODS-80TM

Pump system : Isocratic ~ ( Buffer/CH;CN=70/30)
Flow rate : 0.85 ml/min

Time :60 min.

Post run : 15 min.

Wavelength : 270 nm

2 REHRB T

1. Z%BwH 6. % &5

2. 9 85 T. BFEK

3. Rraxm 8. EMFEFXKS
4. &K EH 9. & LB AT
5. %# EF A 10. k2@ &5

Z. ARz RH BT

36



- N B
H.lﬂlw\c. NN Vel

[ DADT A, Sig=270,4 Ret=550,100 (D:WU\EER 52Y0303\BERBER~7\07070011.D)

mAU -
300

L
a%

4
71%6F
¥

37

DAD1 A, Sig=270.4 Ref=550,100 (D:WYUNEEIR A 20702\B ERBER~7v07 100002.D)

:.:PCH _
200 =
150 -
100 |
50—
o~ T
—— = et AN
0 5 10 15
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3.3k %

DAD1 A, Sig=270,4 Ref=550,100 (D WYU\EER A72\0807\BERBER~0\07070005 D)

T i " " T
5 10

— N E
- r T - r
15

min

4.3 FH F K

DAD1 A, Sig=270.4 Ref=550,100 (D \WUVEIR 1211207 \BERY7070007.D)

N
8

Lovaadoaselonaboionloes

150

Ol-b
o & 8

Q

o .

20

o
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5.3 tFA

DAD1 A, Sig=270.4 Ref=550,100 (C-\HP CHE MZ\DA TANWUVEIR 7 2VT6MBERBER~ 108080007 .D)

6.5 & %

DAD1 A, Sig=270.4 Ref=550,100 (D WUNEIB 27211202\BERBER~7\07070017 .D)

mAU -

.
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7.8 % B

DAD1 A, Sig=270,3 Ref=650,100 (D W/UEIE /721130BERBER~707070009.0)

mAU

—

(L8

BEMRFRE X

r

mAU -

DAD1 A, 5ig=270.4 Ref=560,100 (D WUEIA A2\1315\BERBER~707070008.0)

sy
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9.7% L5 R5

DAD1 B, Sig=270.4 Ref=550,100 (A:\METHODSBV19434411890214.D)

|

10. 88 E %

41

DAD1 A, Sig=270.4 Ref=550,100 (AN 203\ME THODB\BASE24334287 1125.D)

mAU

N
[=]
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O
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A,

min

S

.



$1%F RERBHZILR

F—& A7

nu}

RREBENFRAATEEI BT L BB AN EE BT

HMEZ[] - FAEANLAZRE RN E I BRG - BXE A8

ZEEAERAEARAEEFH (Rutaceae) P AR RHRARRE -

et

(1). ¥ ¥ Evodia rutaecarpa (Juss.) Benth. -

(2). &% Evodia rutaecarpa (Juss.) Benth. var. officinalis (Dode) Huang (= E.
officinalis Dode)

Q3). ER T ¥ % Evodia rutaecarpa (Juss.) Benth. var. bodinieri (Dode)

AANEN  RE-Bd - Ed o RE AT @l F e

ENBBEEENAZ B MEE L FE EILA 5% # E.darielli Hemsley ' {2 sb4E

Wy 3 A By B4R A [3-5] o

ZRERTHRBARAERHURRY  E£H2-5 29 54 1.5-3.0
2 ABAKERKRE R FrafsRaE AP FRAUE
REMES  FHARGTRARRORRAT  ANFLERRA R
BFAREINE  K%e > EHLE - RUEBETFEEE BENAC
KRBT 124 HTPRAY - Re - HAFLMA 68 A RMA 9-10

A HEMESSI0 A RXZR%KEm SRS, BAHRE > REK

42



%A Btk o FRRE  REMRFR REFAREE - ERRFRT®
ERee ADARLE) - AEMB PR THZIEENALAABEAE
Bz BRKREEREFRETRERE[6) Zhpx  THAELN
HRAZ EREFRIR BoREEHR BERRI A, BXER
HHRERKRBUGRE LT

RFM| Evodia rutnecarpa'(Juss.) Benth,

B 5-1-3 & 5% R AN E

B 512 ZEXRRK
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B 1915 e Brre kA AR RABM XA B & - AR RS F BB
BME TR F RABRAETRERE TG — L F HiEEe L HR[13-32] -
1989 & » Y. Kano % A2t HPLC & & 4#f Evodiamine - Hydroxyevodiamine -
Rutaecarpine ~ 1-Methyl-2- [(z)-6-undecenyl]-4(1H)-quinolone - Evocarpine A&
Dihydroevocarpine % 7 {85 4 » 12 % 5 130 948 - 1993 £ AKX BT B A #
£ &5 HXHPLC A CE RESEREFZAMANBAAT LA 24 E
[33] > X7 1994 4] A HPLC # B8R H X, » SR h — T4 45 245 A%
3 3, & & Carboxyevodiamine s Dehydroevodiamine - Evodiamine * Rutaecarpine *
Evocarpine % <18 4 #7#k 89 F7£[34] » 1996 % > Z. Song ¥ A Lif 48 HPLC #
7% %7 & & Evodiamine & Rutaecarpine[35] T Y. Wang % A F} # 243 48 HPLC
# ik % & %% Evodiamine & Rutaecarpine » it 2 % 3T R ¥ ¥ £[36] - B & >
ATXBEEH %%ﬁﬂfﬂ £ % €k MEKC & CZE ¥ K sy 8 2 K
RFHEEYBRRSDT) DREXFELRERERE —RRBRYF L TA4S
AN ETBEM T+ B YRR ([38] 1997 % » SSKang FARZE &
XK P 284 cacticinlimocitrin 3-O-b-D-galacto- pyranoside s hyperindiosmin
% w #§ flavonoids[39] - F] 4 » Y. Tang 5&%%%%2&&?&& » pEEH 9 18
Indole alkaloids & 1 48 aromatic amine > 3t B # =k 4% i} b-carboline[40] - 1997
~1998 P IXWu BAHET — %7 T70% FEERHERER  HRAE
R REBRRR A Yie i 2 2 HUA B 5 M Anti-nociceptive activities[41-43] -
1999 % > DM. Zhao % A4 RP-HPLC # ik 4 4f RFl @& 2 &K K A& F

Evodiamine $ Rutaecarpine 2 4 & - [44]

BRERAXRS R 2RERF - F - HABRBAEINF HHFF -

44



Bi@ o BB RE[] LB FHE T RLA  RARE  5EE 58
B TRA  RRRoLTE - BRI - W ARG A - TR RS RARRE
B]- BEERASREZ—  URAEAK  HFRARDAZAE T H
ATl BAA BAARA FAR RAMKYBEALBRL] - AM
FEROBREARLS  FREFALT

(U%&#m2%%%%&@%&%&%%W%%ﬁ%m&ﬁm’ﬁmﬂ~$ﬁ
R E %3] -

QEER  ARERTHHAREAE  REE NS EARARBIH S
[3]-

(3).47% 15 A : T &% 44 & 4 Evodiamine & Rutaeca}pine BA R b ERAT
S BEMBLEA BRREEHER - [510,11]

(4).F T W44k A : Rutaecarpine 4 # % & F Z W 554 B

(5).Dehydroevodiamine T 534 % 7 % Wb [7] * B 0/R » BB ol
K A£[8-9] - |

(6). 4% : Rutaecarpine 4 # 47 Rutamine &2 % -F & % ZLdk 45 5 Evodiamine 4 #%
0 B -indolethylamine 4 /2 Bl + R 4 M A Ltk |
5-methoxy-N-dimethyl-tryptamine % 47 %4E A : Synephrine & £ & 1 § LAk

FrasEER -

S RAAAE TRMAR, 2R 545 B e ok R R AR
FEFUMG -Z2RER TAHERLAE FX A BRELET &%
BB kAN R kAR fERL - 1967 £ » Y. Hirso £ A

AHEET~I0 ARRLEARRIRR LS4 T BRERT~8 A8

45



L-monin % 3 % % %'8~9 A % Rutaevin & Evodol'9~10 B & A Rutaevin-
1979 # S. Takagi ¥ A Z ¥ Synephrine B2 B A AR RFZ FEENRK
24[12] - ARBREEREL K4 RE & ¥ carboxyevodiamine -
dehydroevodiamine + evodiamine ~ rutaecarpine - evocarpine fe dihydro-
evocarpme FXREEBEFHIAYRR ST BITEERT  ERAUMT &
B ARBRAFREBEAT LIRS - ERKGFART  BATE LY
REZERRLGAREES  RBERBASHRATLETAULHL LIRS
— B ERFEMMALE (M) RFEATH (M) ##h 5 A
BAAE - XA RABNBERARTHAFZRAE \#ﬁfﬁa' TR —fL Bt + B
DERRREMORE ﬁ/&i%iﬁﬁih\ié@é% ' 3B bR B AR P
Synephrine Z tef] » MBI HH Z R L BB RR] > FIHHNEF RHA

FHB BT RIS Lxé”a‘é%#s#‘ﬁk’ M - B A YRR ZE

i H 5-1-4 ¢

1, Carboxyevodiamine, (CE) 2, Dehydroevodiamine, (DE)

46



0 O
-3, Evodiamine, (E) 4, Rutaecarpine, (RC)

Q O
'Tl (CH2)7CH=CHC4Hg ITI (CH5)12CH3
CHsj ' CHj

5, Evocarpine, (EC) | 6, Dihydroevodiamine, (DhE)

OH lTl
“CHs

HO

7, Synephrine, (S)

M5-1-4 2E 8 &L hRtodHZLEEHRA

47



o8& TRAEST

52-1 KHRBLHEBESR

52-1.1 FTak#

# £ & Dehydroevodiamine & Evodiamine #% & Nacalai tesque
(Kyot§ » B &) &£ & Synephrine #% § Sigma ( St.Louis° MO+ £ H) - &
844 (sodium acetate) FuBi& (acetic acid) % &# Merck (Darmstadt’ & H) °
P48 (cinnamic acid) %% B Aldrich (Milwaukee * £H) - K& Milli-Q
System 44t (Millipore » Bedford * MA » £ ) - 78 (Methanol) o § ¥
%% (Acetonitrile) #Far-UV % (Mallinckrodt * KY » £#H) - ¥ %o

8 & b BT R s R AT ©

5-2-1.2 K®RESR

(1) # . : Hettich Universal £ ## % 10mL x 12

(2) &k Z£ 4 (pH meter) : Suntex SP-2200

(3) ®m3% iR # (Rotavapor) : Buchi RE 111

(4) @z #H (HPLC)
#& ' Shimadzu LC-6AD &
E A : Rheodyne Type 7125 (20- £ L loop)
‘iﬁﬁﬁﬁ%ﬂ % : Shimadzu SLC-6B system controller
1878 2 : Shimadzu SPD-M6A photodiode Array UV-VIS Detecter
TR % © Shimadzu CLASS-M10A

% £486DX2-66 % fk

48



5-2-2 HPLC a-#4&4F

5221 Fx1
WiE 03g RERME  RTEH270% F AR R AMEERIS
S4B THIR BAEERRAE RAREIS0OES > B45um

REGEBE - AR EEZRE - BK10 L LIEARHPLC & F 5044 -

A E ¥4 ' u-Bondapak C18 ( Millipore * MA » £ H)
8% Cosmosil 5C18-MS » Sum * 25cmx 4.6mm
(Nacalai tesque * Kyoto © B &)

F#pd 0 (A) buffer/CH;CN=80/20 (V/V)

buffer=30mM NaOAc+1.25% HOAc

(B) H,O0/CH3;CN/CH3;0H/ AcOH=10/45/45/0.25

A RE &K * 250 nm
AR 1 50 o4k
FHEERR L 15 o4

HEPREN
B ol R _
A% B % curve
(min) (mL/min)
initial . 1.0 100 0 *
15 1.0 30 70 linear
22 1.0 30 70 linear
25 1.0 0 100 linear
40 1.0 0 100 linear
50 1.0 100 0  linear

49



5222 Fi%l
HRBOSGREEH K RTEAZTX FEHERNER TR AER
15048 @ EHEZR KABRERRAZEMBEZIS0OESA » 8450

miE BRI AR - A AR B ZARR - B RI0 L LIEAFHPLCF F A 547

AT E 44 1 -Bondapak C18 ( Millipore * MA » £ H)
8% ¢ Cosmosil 5C18-MS » Sum ° 25cmx 4.6mm
(Nacalai tesque * Kyoto * B &)

##4e 1 (A)HO : SDS : HsPO4=1000 : 0.2g * 1ml
(B) CH;CN

ARk K 280 nm

DATEER] 1 45 sk

PR 15 4k

WETREN
B R Hik
A% B % curve
(min) (mL/min)
initial 1.0 90 10 *
5 1.0 80 20 linear
15 ’ 1.0 50 50 linear
25 1.0 0 100 linggr
30 1.0 90 10 linear
45 1.0 90 10 linear

50



52-3 BESKRITRGUGE

5231 NARELER
##% 0.10g & cinnamic acid FHN FEE P - A EME KR 100 mL »

HHRFRRELER -

5-2-3.2 BEZER
##% 27.0 mg Dehydroevodiamine & 10.1mg Evodiamine #&#70% ¥

BT 0 UERELAR 25mL Bk EARE L ER -

5-2-3.3 HmES%
UEEE S HRREREZZI2mL » 7ol ~ 2mL ~ ImL ~ 0.4 mL » &v
AMN#EE S cinnamic acid & 0.4mL - A FEHEE 20mL > R E#KZ

BAESIHAS EA 10 4L FEARK  RAFHELERES -

5-2-4_f- A A4 B A 1 345

5-2-4.1 AR (Reproducibility)
HA0IgRE B R > WTEAZT0% FEERAELERER > mHkE
RIBHERISH4E Y whEE IR BARERRE S WARRES

ERIES > UEBARBESOES » 845 umBIBE M BRI - BIE

51



A0 L#WHPLC Y - Bl— R E£4 N R (intraday) » R E R4 EH AR

(interday) °

5-2-42 Bl¥® (Recovery)

% 030g REEMEK > X 70% F& Tml #‘&ﬁﬂx%m %
FIRHEER 15 04 B i FAZR - BAFZIERE > ARE
SER 40ml > 185ml  AAARRALER 1ol AEAMEE SO
mL > X 45um RABEEBRE > BRI 10 4L EAN - EH=ZR K

RFHEBAHE -

5-2-4.3 14 RI#ER (Detection limit)
BREHBBRRELER  ENER » AP signal /noise=3/14£%4 * ¥

EHE -

w
£
N
s
o
-
Y

¥ 2

5-2-5.1 BMARBREFREZ L

AREBENEFaRBEELSA A Mo - FEARLK B Mo - &
HASKEE wBl-2-1 - FHESRFZEZFEEHEKSE 032X TmL70%
PEHATETEMRMEER 15 24 B FRZR ZRERRSH
ANRELER ImL> AEHAAHEE SOmL - 8 45um R&KEE 4
BEBZMIR BRI 10 gL EAN EH =k REPHEBITHE -
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5-2-52 Bt HRc A R B) 2 bh g

BHUARARAMERBL EHEMARE REMRAELETR G &
& B! RERH HRHRFLRREHKEL 03g7 R TmL70% F &2
AZBRTERMIER 15 54 B0 AR ZRERREAH > Ao

AN

&

ZAELER ImL REHABEE SOmL & 45um JBKBEFH

EEZHE BRI 10 gL EA - EHZR > REFHBETHE -

Ei
I
=
o
7
by
E\‘\;
¥

5-3-1 ¥t EH

AARE R rtk‘ﬁ%*ﬁéﬁﬂ% ¥ % + carboxyevodiamine
dehydroevodiamine ~ evodiamine - rutaecarpine * evocarpine#=
dihydroevocarpine¥ ~{E LRI EH 2 A MR T BT EEAE]B3] A&
EaaBEHX P ER \%ki‘i‘-—ﬂﬂi%i&ﬁi 7 FATEHRRTE
ZRAB8] c AXARAATRUNBESHARRBEMZ T L EABRAER
BREBAMRBEEN  URVERRITIZETER FATEARRE
2z BB AR -

REERS-2-2.18 BT EBMRES RN D - MO REMEK > 56

B BREWBIOWEANHPLCE » A5 Fik 1 28R &M 2 &

\

o o ha[§5-3-1
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mAbs

200]

[o]
1504

3
, s S
100"
4

50 !

6

' wum Uk “,,

0.
0 10 20 30 40
200ThT 250mm
[c]
1504 .
2
IS
1001
50- 3 5
4
1 .
‘ L\_,_,J L_NW\—M\
o
0 10 20 30 40

B 5-3-1 %% % ## HPLC B # B
OEECEES SO LEE R

1,carboxyevodiamine ; 2,dehydroevodiamine ;

3,evodiamine ; 4,rutaecarpine ; S,evocarpine ;

6,dihydroevocarpine ; IS,cinnamic acid
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BHRIARRAHOFE B UGS F AT BT AR o F
Synephrine (S) 4 ¥ 2 £28% ' UHAH AN AR R BHAR"R
7% & B Halkaloids &% & synephrine# #fl t - B} K 58&5-2-2.2/7 31 » A A 547

% 7% 11 78 & ¥ synephrine > H & A7 B 3o B 5-3-277 7% -

mAbs
200] Chl 280nm

150y . . , ' | (A]

1004

504

min

mAbs
200} Chl 280mm . Syn

" 181

1004

0 10 . 20 30 40

min

B 5-3-2 %% % %4 F synephrine 2 HPLC & #7 B

(A) 484 H
[B) # 4+ synephrine standard = spiking test
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FEBEEEFLAEASL ARRLE A—BFSE - HELEEX
B o Flikey ot TR BANZR ﬁﬁﬁu—_‘ " BRI ERATRARANK
FUB G ER BLRARAFARBLZERES (FB]) 30258 BRHE
O3 E WK + RTHRS-2-2.1% % | Ak - @ATHPLCO 41 » N RBATH

I &R

mAbs
150 Ch}|250nm

3
2
100+
4
5
ol MUWM_\W

h

0 10 20 30 40 min

B 5-3-3 FREFE L FZHPLC B4

532 ARSI HZ UMK

BT BB 5-2-330 i 0 ARMERKANBELBHHKZLME(Y )R

SESRE(X  mgml)Z MG FEERERAS
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Dehydroevodiamine : y=7.6267 x +0.0883 R2>=0.9997

Evodiamine D y=11.649x +0.0515 R*=0.9994

5-3-3 MM ZBEN

5-3-3.1 & . (Reproducibility)

UREHTHERGHEGHBTEE  A—RABKFAHLH N

S

(intraday) & 7 F] X 4 ¥ £4 7 R(interday) - 4% Eia 42 %1% £(RSD)
' Rk 5-3-1 o

& 5-3.1 oM RG BRI G

_______ feb4 Intraday RSD(%) Interday RSD(%)

Capacity factor Capacity factor
(n=6,meant SD) (n=6,meant SD)

1 2.03% 0.01 0.27 2.07+ 0.03 1.39

2 3.09+ 0.01 0.27 3.10+ 0.02 0.73

3 6.07+ 0.03 0.41 6.07% 0.05 0.79

4 6.56+ 0.03 0.42 6.56% 0.06 0.85

5 10.37+ 0.04 0.40 10.36+ 0.08 0.73

6 11.39+ 0.04 0.37 11.42+ 0.09 0.78
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5-3-3.2 w1k & (Recovery)
ECRENT L EHER PR ER L BRI K532 - BTA

Fikz BEMEEE -

% 5-3.2 Dehydroevodiamine $# Evodiamine Z Bk %

oot  EM(mg) mAEmg) BEmg HEREmE Dk E)

DE 20.76 437 25.12 25.25 100.50

E 5.68 091 6.58 6.55 99.53

5-3-3.3 {#Al#& R (Detection limit)
# Dehydroevodiamine & Evodiamine Z 4% & &5 R & F MR > Skt

AAEERE SN 453 BRI :

4 5-3.3 Dehydroevodiamine $2 Evodiamine Z 18 R]#& &k

DE E

18 8] 4% FR.(ng) 0.17 0.08
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5_3_4 ¥ i &i =S /\

LB PEIRRETRBIZEEAMKD S BATFESE &
FHECARAETF 124 FRY  ReFAF RXEZNKEMCAHA
SRR RAMKBRE AL BEBETERE RS T AR
v EF > B A& 534 0 RTRIA 5-2-5.1 AR 0 S ERBMRE
H B o R B 0 & - X HPLC 44 ¥ % 1 #47 Carboxyevodiamine (CE)
+Dehydroevodiamine( DE )~ Evodiamine( E )~ Rutaecarpine( RC )~ Evocarpine
(EC) # Dihydroevocarpine (DhE ) /84 #ik &1 % & 441 + S8 A& b
BRASRAGER - BHREBRAHOEE"  ARAUSH T ET L
# Mo R o ¥ Synephrine (S) 492 R FAKRBKE - ¥EL R

% 5-3.5~5-3.11 - HBWER T HHE

53-4.1 BHABEZ L
ST ESE R B P A{EL Yk s ok 5-3.5 A& 5-3.6 7 DE
RECAE#% E -RC#4—% Wik CE X DhE SERD 0 BUF

— B M EEEPE-RC-ECADhE ZA4EHANMHATRER

[1) K&+ Mz sFE (K537 %538) BR B Wi4 25
» DE/E £ $#74 0.588~1.938 2 /] ; RC/E 342 0.696~1.338 2 fd] ;
EC/E 8t ECDhE AN 1- b T4 £ O R EEFDE-E R RC %

g h -8 MRECASEARS - EMuREEEK ?MDE&EC%iﬁ
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A JEtf| LRV DEE - EC/E A RC/E btk M o R K » BT A
DEEFRFPEHRTSERD o 2N W14 BATH M4 o B4 3R
SR AR
[2)#/FA DERE ZHREFRB/RSEE T LhREBH > &

MT# %539 [A] #4322 : Mo RE %2 DEE @ (0.6~168) 3515
Eﬁ OZ¥EZ DEEE (1.6~375) - 2maii4E€ERAM o+ (DE+E
) ME T 4k 5-3.10

[3] Fa B X RRMAORZRRZIDEE M BT W14 5
Mo 2 DEE % %7 0.6~252/ » ARHoRE R DEE ARRE
BEE AR RS R SRR TRATMEA - STERZHHE
&3 DE/E /sl ~ &R R&ESHRAL 0 & 539 [B] A -

[4) %5311 A2 K K BHH 288 0 F synephrine (S) 24 Fit
Bo-aBRKBTEL  MoREESSHANHMUOZERFHNSSE £

PR R 1 AL -
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%5-3.4 TEARRIMRMERZEE (n=14)

Mo il
SR PR | RN | SR REC | BiRAD
# 78 (mm) A # 4% (mm)

Wl - RIE(EMIL) B A Hk

(Mo %) | BRAe%eRT >0 BRAKERT %0
W2 B AL (ERIL) B4Rk

(Mo 3) | HesZIRX +0 I EY %9
¥3 Bt (EMIL) B A5k

(Me3) | KRELRX > BREEX >0
W4 BIE(EMIL) B A sk

(M%) I AR | > RS | >0
W5 ML EMIE) B A Bk

(Mo %) BEERY >0 BRLAX >0
W |Em-kE2EMz B A 2Rk

(e %) LR | *0 BLERE %5
W1 BILCER ) T

(M%) BHRERT 0 T TRS § %9
¥8 B (EMIL) B &Sk

(M%) BERE b BERR “2
W9 B EHE B A ERAK

(Bu3$) (EMiL) 4.5 RS § 2.5

BELRT

W10 RIL(EMIL) B4 3K

(Fu%) BRLRTE > BELRTX .
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Wil B IS (B IE) B AR |
(Mo3%) LR S ¢ +0 LEXS 5 s
W12 B (EH L) B4 BRI
(Ma%) BEERE +0 BELERT %0
W13 B S (ML) B A3k
(Mo %) | ®%ELRT he RS § “
W14 TE B 81 NPT
(Mo %) (m#E%) “" (LA W40 Lo
BART LIRS §

HIAREAREH AREOREUMORA - ZEEMKAE M OEFU
AERH ZXRHMAHE - RIBRLREAOANORRETEHNARHER
FIMEAR » sbsh > R B Z R ASMR - &F RN LTFAMER > A WK

B ERZHAEN R EETRZ
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£535 MOREXE LMk T F 4 F (peak arearatio * n=14)

Open CE DE E RC EC DhE
\J! 0.726 1.574 0.812 0.981 2277 0.562
W2 0.588 1.214 1.235 1.167 2.993 0.815
W3 0.485 1.001 1.003 0.854 1.442 0.717
W4 0.727 1.296 0.890 0.931 2.805 0.828
W5 0.886 1.698 1.253 1.341 3.129 0.889
W6 0.682 1.121 1.156 0.973 1.962 0.515
W7 0.390 1.228 0.937 0.652 1.572 0.421
w8 1.143 1.884 1.360 1372 3.056 0.760
w9 0.796 2.059 1.235 1.291 2161  0.462
w10 0.330 0.952 0.702 0.668 1.845 0.447
Wil 0.331 0.829 1.409 1.684 1.954 0.861
W12 0.380 1.090 1.042 1.342 1.958 0.480
W13 0.128 1.001 0.689 0.922 2.477 0.659
W14 0.342 1.638 0.142 0.557 0.851 0.246

%536 oK EA YT EFLE (peak arearatio » n=14)

Close CE DE E RC EC DhE
W1 0.508 1.481 0.692 0.919 1.622 0.371
W2 0.457 1.144 0.701 0.809 1.779 0.394
W3 0.324 1.021 0.696 0.777 0.956 0.453
W4 0.490 1.157 0.400 0.708 1.314 0.391
W5 0.570 1.219 0.745 0.915 1.626 0.462
W6 0.417 0.983 0.555 0.658 1.301 0.346
W7 0.154 1.429 0.173 0.339 0.443 0.167
W8 0.448 1.512 0.230 0.531 0.909 0.286
W9 1.015 1.954 0.995 0.998 1.902 0.324

W10 0.611 0.938 0.687 0.656  1.757 0.434

Wil 0.128 0.422 0.222 0.560 1.005 0.352

W12 0.127 0.669 0.178 0.441 0.708 0.245

W13 0.033 0.593 0.126 0.461 0.836 0.262

W14 0.084 1.021 0.053 0.344 0.434 0.133
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AS53THOEZERE P42 M2 tbfd (peak area ration=14)

Open DE/E EC/E EC/DhE RC/E
Wi 1.938 2.804 4.049 1.209
W2 0.983 2.423 3.674 0.944
W3 0.998 1.438 2.010 0.851
\/Z . 1.455 3.151 3.389 1.045
w5 1.355 2.497 3.520 1.070
w6 0.970 1.698 3.807 0.842
W7 1310 1.677 3.735 0.696
w8 1.385 2.246 4.020 1.009
W9 1.667 1.750 4.676 1.045
W10 1.356 2.628 4.123 0952
Wil 0.588 1.387 2271 1.195
w12 1.045 1.878 4.077 1.288
W13 1.453 3.595 3757 1.338

' ] 6012 3459
Ave*, 1.269 2.244 3.624 1.037

£ZS538MORRE P L&A Mkt (peak area ratio,n=14)

Close DE/E EC/E EC/DhE RC/E
Wi 2.141 1764 4372 1329
w2 1632 2200 4.509 1.154
w3 1.465 1230 2.109 1116
W4 2.889 1.855 3.361 1.769
W5 1.637 1777 3.517 1229
W6 1772 1978 3.762 1.186
W7 8.260 1.304 2.653 1.962
W8 6.567 1.714 3.185 2.305
W9 1964 - 1.912 5.875 1.003
W10 1366 2.677 4.044 1.056
Wil 1.903 1.794 2.854 2.529
W12 3750 1607 2.884 2.468
W13 4724 1.815 3.191

Ave.* 3.082 1.817 3.563

* 1 Ave - WI~WI!3 2 $34
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£5-3.9[A): X ¥MoRM oz Dehe/Evo tb#& ( mg/ml )

Open Close
W10 1.661 1.672
W3 1.217 1.808
W2 1.214 2.034
W5 1.711 2.046
Wil 0.699 2.176
W6 1.192 2.196
W9 2.127 2.509
Wi 2.460 2.720
W4 1.819 3.687
W12 1.284 4.828
W13 - 1.790 6.315
W38 1.756 - 8.906
W7 1.629 11.541
w14 16.806 37.507

#%5-3.9[B): o 2% % Dehe/Evo Mk M4A

Wwi4
w13
L4V N—

W4 |

RERER > H12 2.0~
!

EE N H825~42

;:
—
w9
W6
Wil
W5 MR&eE - HIE 1.6~23
w2
w3
W10 | . . .
000

0. 5.000 10.000 15.000 20.000
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£5-3.10 2%k ¥ Mok (DE+E) 4 &tb#& ( mg/g )

W3 W4 W5 W6 W7 W8 W9 WI0 WII Wiz W13 Wi4

70.000
© 60.000

50.000

40.000

30,000 |

20.000

10.000

0.000 .

w1l W2
Synephrine
Open Close [Close/Open™

W1 | 296230 660920  2.2311
W2 | 257132 346052 1.3458
W3 | 256120 284763 1.1118
W4 | 161532 508542 3,148
W5 | 285476 296241 1.0377
W6 | 210753 389546 1.848 40w
W7 | 201765 259740 1.2873
W8 | 349239 352772 1.010 1w [ g
W9 | 410322 463103 1.1286
W10 | 291892 319442 1.094 4o 1§
W11 | 353687 354963 1.0036 |M §
W12 | 136292 137344  1.0077-w(f §
W13 | 146489 149853 1.0230 |§
W14 | 215471 227973 1.0580 o

8 Open
@ Close

WlOW2 W3 W WS W6 W7 WS W9 WID WII WI2 Wwi3 Wi

#%5-3.11 2% % ¥ synephrine Z £ F4& X
S FED » ok 5-2-2. 2 FFik
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BEFERRFATL  (—) RAFMEHERRRL N TER
AEBHMYRAB ML HAEARRIORT S ERLHRF 2
AALMRELMO RN TR ZRA 0 AR E MK A - B O
B BURI>SCEANH IR MAREE - R K RibKkE AL
GRRREERAENZIER K SR ARAEUNEHRERTEAF
W% e AR B TS DE/E i~ & S 41k =1 & B AN
ARE (D) KARARKRE  HORZREFPELAYRERS GG EASE—
R MADZREETHELERBAMNER  RMTURENR - & FUE
% WAEE - &% % 645 3 Dehydroevodiamine # Evodiamine 4 & #
Do MAPARE - EEREARTRELARTSERSE - HRAETRT AR
PAAEBERI S ETRWER  BREIWBHRERERTPARAoME

MASBIE  WEBATREFAEHER -

5-3-4.2 BHH iz b
BLEARAELBZ EEWERE  RESRBRELEE S R4&E (G
YERZE(B) ¥R 5-2-5.2 Arifi 47 HPLC 47 - A B 4o B 5-3-4

7 o
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200

i 250 nm
) [G]
j Dehe
100}
IS
T Evo J
0-] —A Lo o ]
s} 20 40
200 - 250 nm
[B]
100 - Dehe

Evo :
L"'L ‘LA__LM.'\AJ

0 20 40

B 5-3-4 E#xkR %R HPLC A 47 H
[G) &4 ERzZFEEAL [B] &2 -/ FEHZARRKKS
AHF &I > ke Tk 5-2-2. 1 ATl
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HE%TE S ¢ % &R KK ¥ Dehydroevodiamine & Evodiamine &4
ERIZEEXRAL  mALEIBRAIEAHERIHFS  AUREREE

FE2RHAHERATDE R E > FEE&Rp&K 5312

£5312 FEER Y2 T FH4E

mg/g DE E ToTal
Green 56.145 1.291 57.436
Black 29.685 0.150 29.835

ATE+OMERREM T > W4 & DE
2E¥8 % Hiti DEEERANEET
ZRRR o K 534 é’%%ﬁﬂ*%}iﬂk:}?
HORMAEREEMARTRE]  Hom
A HAE 4 1.6 cm B M & K R 6 A0

2R % BEFERRBBIFKE » Bobien

Wi4 st @ B F b 25 ¥ L4648

AL BE 5-3-6° @mkinh (B 5-3-5)

!*u Evodia rutaecarpa (Juss.) Benth.
SR LMEEWERRE G AT

M 5-3-5 AXxKaknh
FRARL S~ R KK RFUM R
RAE AU REMRAREFOHMM S - £:8 HPLC S ABRR
HRRARTETORBEMAERDS - TEABAFTRBRARRIEHA 6

—8 A REAI-10A HKES—10A  REERX&%E ML RTE
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IR 0 B S EAE 0 REBEAAZE  RAERMKE - Bt
BUSEHEETUS—10 AEFR&E AL -

mAbs e
200 chi; 250om

[0) -

1504

100+

0 - 20 40 min

mAbs
2007 ¢hi] 250nm

150{

[C]

1004

0 10 20 30 40 min

B 5-3-5 W14 2 HPLC B4 B
[0l Mo RKRE[C] MoRRR
A#FEL 0 e 5-2-2.1 AL
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F—8 o ATE

HAHHRRERTL 2R EABHRAERTSRIEARFRE &
MANER > AHRHEHORREFRRARRE  FRAGENEREA
EREERTAHERLE A2HN  RERLT  HZIAH - AHARR
Mok VR R EBAARRL . R RHTEERAE REHHGER
BRIAESHBEEIEERE  AXREEAFRRYURAREEHS
+ . 2§52 %# (Dehydroevodiamine) & % % % ki (Rutaecarpine) £
BrmkREY  2ERIERCOMNG AUABRFEEOFT - BE B
B MMM ELE  RBHFBHIHRT - b AMEEAF —pEH
BREMORMORRARKZERE > oadme EXRFBAEKRALT [50C -
FE) RALAS S EMFRGBILEN - Bk BN T8 (REEF)
BITRENTR - FREHEHOREA > PRHALTLREHEH ST

ABEF BB R TR L2 AR
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6-2-1 T

62-1.1 %% % ¥H
: ‘ Fl—m#H > REMORMORERRARKIAD  FHBE &

B HMoRXERMuRRE ERARl 2z 8k #3088 -
6-2-12 ¥ 8%

B EREARRGSEATAE A (ERR) M EAE ] AL

zhag o #3008 -

6-2-2 %t s i

SHEEEBH R BB KOS AL LSBT EFZT0% FEER
ATEBTRETEERLS 54t 80 b EEBME =R RARZERRK
den 1 BH P25 & (cinnamic acid) SR E EH T HEE 50 £5 > & 45um

I BREABE  BRRI0LLEN EHFHR RPHEALFZ -
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6-2-3 T A %Ak

TREHEFHEFRNBELA K —AERT - H—AEHAESOCTH

HET - BH—RBASMRE > w622 HALRIRREY  BFEE

S &k 6-2-1 -

& 6-2-1 REMTBEITAR

EEF ' SOCH 46

HEAREH ? BaEREH
_BESUMUAR  RBRSATRE
e SOCHA
ML m

!
2448120/ 6 ~12~24 48
1

B H A A= 28
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F=8h - ERHENR

6-3-1 %@ﬁﬁaﬁﬁ]é?l‘ﬁiiéﬁ #1t

BNBEART LERSORTERE HLEHEPRENZ RS
B AR UARE R SO 7 B R Bleg RO @ B ok - B A MRMA -
BEFZEBEHNAL  AHRAMRCARRTHERE ) ERKRIENRR
Ko A EETRME TR RAA RS2 | R EAR 0CTH
By e i @8 U MHIEREWR BHEARK > FHHH - AR
FRFBARKBHBYOERE  NEBTHRIAAHAMRLARL =
EEBETOFTHRERMHEL > HA—BERA R LERAREEHL - B
AR IR TRERDTORFABAM ot THTBERER
o EmBRBETEBEAY IR EHRABRER  ENATSEORL
BIEATE B MR Z o AL SRR e SR IL T Ao T

£ 6-3-1 H2 s B

BHSMAL  # BANMORE  ERFERAZ B
EAREBRAY L e

. BBREME %R*m b OAEHRE AR BRAR
EHBARGEE e
@mﬁ%ﬁ%_ LY ® o
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6-3-2 B EF B AR ET LRI

6-3-2.1 BHARF S ELHEL

HE—EHERFNTH © 2R REHM T 24 Dehydroenodiamine
» Evodiamine - Rutaecarpine * Evocarpine & £ 232 A% ER42ER S - &
SARERABSEEMZEE - EHXERROARFERE
Dehydroevodiamine $#t Rutaecarpine f& fu i & & 5 48 2K Ky M 4 - £ X5
R AMEHMORER - MOREEPEAS BB BAM O R EHHAS
% Dehydroevodiamine $ Rutaecarpine 4%k 2. & % kM 1k » HFEAATARLANE
# - @ Evodiamine $1 Evocarpine R5AM O # SR AR OHRE T 2R RO E
(A8 - £ 632 AR 633 NANMARANETAT - SERATHEER

1t MEFIEE G MAR TR RLT -

(1) £&
BENEBHRBETHEFRLEN > BR—BETRSEZETH > a7
M EECEl BhBREZRALEER S EL - 3B 6-3-1 £ TR
%% & » Evodiamine (E) - Rutaccarpine (RC) & Evocarpine (EC) #73%#,
A% 4 — % > Dehydroevodiamine(DE) & # 1t £ 4 - ENEANS
FRHAKR  WELAMBAABOREAR W RE=AME E R
DE 8 foid £ 8.3 — 5 &7 LUH DE/E 6l AR 5 A o 633+

ABO%E %+ Evodiamine (E) » Rutaecarpine (RC) A& Evocarpine (EC)
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HBAICAB S R B4 E T » 12& K477 245 3, Evodiamine &
Dehydroevodiamine A8 % 1L % F — % — 4% » % DE/E 8y tb{E T 4o

Evodiamine & Dehydroevodiamine 4% 1% B #8 £ 6938 RV ¥ » 4o | 6-3-4 o

SRA LM THRHUTAILER

[1] A% AMOZEEKAMORER T Rutaccarpine (RC) & Evocarpine
(EC) 44 BIbiB B RAR » dnsbs Ak LB 7B & % £ 525 AR
BABOBEMTALRERS LN GHEE - RAY MRS
—H o RERATATAREMME  EARAE RS BT R —
O |

[2)] Evodiamine & Dehydroevodiamine f£ — 4449 1 £ 2 B B8 B
CE S EE L P PEYEFEVITTERES TS £ T
A -

[3] BEMoZERAMNUOEZXR2DEE AL L4 Fwd—
BER— T pELEE  TRERLBHARFTE KRR TS
Ao BARERBREGEIR 202 BRI Z SR R R -
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% 6-3-2 B0

ARRAMOZEHR

S —

-

bt A

weeks  DE E RC EC | DE E RC EC
1 §1.214 1235 1.167 2.99351.021 0.696 0.771 0.956
2 {1176 1680 1472 2.888 1192 0841 1026 1728
3 %1.333 0.718 0.734 2.122%1;051 0.633 0777 1.671
4 §1.397 0.883 1316 2.458%0.886 0.562 1.006 1.103
5 §1.377 0.887 1367 2.441%0.894 0.567 1.048 1.104
6 20.988 0.628 0.768 1.628%0.833 0.523 0972 1.017
7 10934 0615 1063 1740|0838 0533 1281 1.102

&k 6-33Hu%

ARAHORRREH AR>S EGOCH A F)

E RC ECEDE E RC EC
6 50.931 1.151  0.726 1.030%1.185 0306 0280 0.286
12 §1.069 0915 0.597 1.078 1.099 0212 0242 0.256
24 %1.061 1.109 0.742 1.183 1307 0249 0292 0.288
48 §1.098 0.924 0.617 1.038%1.006 0287 0.301 0.309
120 20.564 0.274 0.224 0.365%,1.720 0.255 0244 0278
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~4

Peak Area Ratio

Peak Area Ratio

3.5000
3.0000
2.5000
2.0000
1.5000
1.0000
0.5000
0.0000

2.0000
1.8000
1.6000
1.4000
1.2000
1.0000
0.8000
0.6000
0.4000
0.2000
0.0000

E’— Dehe -——Evo

s Rutaes ""*“EVOCJ

B 6-3-1 oz

w

XENEBRTHRIETR

—&— Dehe —#—Evo - Rutaec ¥ Evoc

B 6-3-2 o
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2.0000
1.8000
1.6000
1.4000
1.2000
1.0000
0.8000
0.6000
0.4000
0.2000
0.0000

1.7000
1.6500
1.6000
1.5500
1.5000
1.4500
1.4000
1.3500
1.3000
1.2500

A 4 L 2 -4 —
1 2 3 4 5 6 7

Week

B 633 MuREENEETFTDEE A dg

® 6-3-4 Mo

\=]
~

ZEENEBTFTDEE h¥ g
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(2) 50CHA P

WETHAAE > BEANBETHARERSTBRT RSO ZEM
W E  BRAE o BB 6-3-5 0 sbibB] O R K % 84 X Evodiamine (E)
B% o I HFZHENRERTARSY  BREXNIHZL
Evodiamine (E) $ Rutaecarpine (RC) 3% % » @ Dehydroevodiamine |
(DE) % Evocarpine (EC) R Mk ¥ty % > # 24 [ 852k » &
SPHERARS - ANTURA E-RCAECHEEBERF 2
% DE #8445 > mEDE A RC ¢y B L8% &+ 2H R e EAL
RS BEFEG LR » FEkwtDERE LA AL ERAMG R
DE/E t v (T3 —## 4) dh 8% » T4 E Rkt £ XA DE - 4o
6-3-7 A 7T © B 6-3-6 HE#¥M ¥ DE 2 FEANRE RS T ZE
% > 2wfERSE RC EC #2 DE ¢y /LA $MABH > LAARE
RC # EC & 24 b2t # $ A %16 - 4 DE/E b AR 45 0T
WY TATDEMRRRERSR  £EMNKRYILTR DEE
FL{E AR AR AR 0 ko ] 6-3-8 °

BA LM THARTHRIBER
[1] MuREEAMORERASBEGRETAERARGRLAEY
BB 6 E 24 NFHBET SR E RARGHEHEY
T 24 P2 WAESEESHARERES T RE - £ 6-3-1
PR BANBAT 242 FEREARTEROBERK
B0 EILBRE T ASEMER  ARARTABBOFRE - R
FAEERBRSZRARSI 24 g BH T2 A ERERE

34



(2]

(3]

BHE AR ETHRCBO—RETKE RRREAFEE -
£MO KRR ¥ DE R RC 9 #LE %} Ke4E#H » £ DE/RC tfd
ol RILRBR T RM wBGER—B -

MoZERRMOARRFDERESRRREBARR - £H O

SERFUEORARERY - AMUDEE A — LA &S £

MORE%E P DE R BR BB > #454) DE/E thid 25— K%

8% -
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r

<
¢

peak area ratio
5 B &
g8 8 8

8

0.200

0.000

1.400
1.200
1.000
0.800
0.600

peak area ratio

0.400
0.200
0.000

g

5

|——DE —8—F & RC —¥—F(Cl

6 12 24 - 43 120
Hour

B 6-3-5 HOREEASOCRETZEERTS

|——DE —@—E & RC ~%—EC
!
I
6 12 24 48 120
Hour

B 6-3-6 MloZXENS0CHETZIEEILER
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2.5

[ —e—DEE |

15

05

6 12 24 48 120

Hour

B 6-3-8 MoREENS0CH ¥ DEE M Ed



6-3-2.2 FE LRSS E LRI

REEFTEARER AR RA - AB¥EM dRRFTFTRER
BAESE AMURRETAREROERBEARME A EANRABETZR
REFHE LM RA & REEE R o MR KB RET Dehydréevodiamine
& Evodiamine 894 R ¥R V > 2L EBESTHEEZRARARNGEE - BAD
<2

BN K 6-3-4 R& 63-5F > MABCAAEAONAEIITRME

(1) =E&TF:

SERFFAEANEBIAA T OB B b E 639 -

GAFHEASREMM HAEAEHRERM O AN O ES - B
S AR TR AR FI MK 2 B K R R A Mo T « B 63-9
Dehydroevodiamine $1 Evodiaminé ERABMSIL ) (LREEKH IR
PO R E k2 & % o 27 Rutaecarpine B % i 3% &9 3 % > Evocarpine
WA T4 - stiE &+ DE/E i 2 % & SR RR - Bk
FRES ARG RERAS 0 B 63-10 « wAHBRMKE S
SRR RBEE S HUEH > Ao LA AAS AR - B

AR ER -
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%634 ZXEFATHEHLE(ERT)

weeks E DE E RC EC
1 0.983 0.845 0.590 0.477
2 1.066 0.851 0.655 0.643
30 0959 0820 0717 0.633
4 1.026 0.856 0.800 1 0.632
5 A 1.006 0.863 0.853 0.635

hour E DE E RC EC
1 1.188 0.897  0.793 0.752
2 0.805 0598 0525 0.526
3 0.773 0.564 0.521 0.537
4 0.685 0.486 0.729 0.648
5 | 0659 0449 0.643 0.547
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¢

‘ —&—Dehe ——Evo

s Rut ~>& Evoc

1.2000
1.0000 |

0.8000 |

P.AR

06000 |
04000 |
02000 }

0.0000

3

week

B 639 RERSFHMNERTIRAHN

1.2600
1.2400 {
1.2200
1.2000 |
1.1800
1.1600 |
1.1400
1.1200

1.1000

B 6-3-10 &%

week

B HFBMNERT DEE tha % sh 4%
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<
€

(2) 50°Cxs ¥ -

ESBAGY  ZFREFBALSLTHRCBRAAR > wH 6-3-11
#i 7= - Dehydroevodiamine $2 Evodiamine & E# 4 P X NS Er 4 &
B Az ikt B4 o o Rutaecarpine 2 Evocarpine 2 #
{eAB AR Flihibs [~6 N ERBRIRD BART S EHHEWBERR
BAREAER - L£6--1HFPITRRAFBEANSICHETHRARBA > &
KRB AMEL BT AIMARZN ZREFERBM TZREAS
HESEHYE  EHBRTANSRERDTNRANER  LATERTEY
# o 13 DE/E thiiz A8 % dhsk (B 6-3-12) R@MeyWXRMoAEXR
AHBTOAEEMN (B 6-3-T) daTRORAELTR T UM K

HAXRAS -

1.4000

1:0— Dehe M Evo Rut -~ Evoc

12000 +
10000 +
20,8000 |
<
A0.6000 t

0.4000 t
02000 t

0.0000

NS 67N 12/ NRF 24/ NEF EEIN: S
time

B 6-3-11 22X EFHBNOICHEBEFZIRE
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1.7600
1.7400
1.7200
1.7000 F
.1.6800 |
1.6600
1.6400
1.6200 F
1.6000
1.5800
1.5600

1/\F 6/ 12/]NE§ 247)NkF o A8/NEF

time

B 6-3-12 ZEXRFHBI» S0CKH#E ¥ DEE &8 dh &1
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Rard
2
&
N
W
3
T
9
2\_;\\;

FEE

% A

ok

P38 & #r (chromatography) & —#k A &N —H#ie (ABLRH) v —
Bl CRAEEKER) Meha# ¥k o & B e 1930 548 B % FM Tvett
AR % #%4 (chalk column) H#&%¥ & %(1]- £tz > 1941 FMartink
Synge (BEERY) [2)AR BB »ER % (liquid partition); 195044 &
48 /& #7 (gas chromatography > GC)[3] & # & /& #; (thin-layer chromatography
TLC) 4 B B[4] - 1962FCCEX B ¥R  ZRBEARR - THESH - &
B SR EREER AHEHR I RERTESRE A FH 19674 Huber
FeHulsmanie — H F#) AGCey 45 65 & 58 &4 (high speed chromatography)
BRE - BETRTERRA  USHEGRAEBHERAR REESRR B
ARG S EANRE R IR TFARAR SBERE WO
HER - ZR R Y ©481Fhigh pressure liquid chromatography[5] @ #4534 1L
high-performance 1iquid chromatography » HPLC ( &%k 48 B #7) & = » MmHPLC
CRASBSHEARATR -

AR AR 2SR A T ERE AR R R RLUAR BT 4
BB AMGERZS REPTREZVERLR—ERATENEE -
—#&fmE > HPLCHBHRRHBR T ZAMK -

F-BBEAXTFRRE T FRAMTRERUL & - Aol 5 AY
HHATREERATIE LAY —L3H o\ ATAEEER S0 aluEAE
WRE-RAUASEEARGEEOTRE L A UREIOR M A Ao tF — 2 A 3
BBBERANAREY AR EHMEHE -

£ oREBUL 1971-19T54%  BARB AL L EENBROMER - AT
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AREABREB AT EWN OGO RAERH R AEIAT RO T Efoig
BoRATAFZRERRAV RAZBRATEEABRER - AHRFEHRER=
B - A B LRk BT RAERAE (Ultra-violet detector » UV)
ARRROIRERBBERT SR RRATRERZII REHRAVORA S 4o
¥ 4+ K ¥ (Refractive Index detector » RI )~ & % (Fluorescence detector )
fa€1t% (Electro-chemical detector) ¥igR ZomMtR » FELMB
BELAREHEN MAEMERET LELARROGRS -
FE=mEaIINF2 s RENRBTIHEIZE T AR KSR  FEMN
HABRMBRZAHEKRKELEF @ - dNMRERA I E SRR H R
HERREA-F  RBVEHLREXARS B BRAOSHoRR £E
BETRTRESCERT AAEKEEEN BAMRERGES  FE#
LGN BHBITRM P BBEAITHFHBER - A BB FMA S
(Photodiode array detector) =T UAR] etk v MR EEH » &Py
EERE RTHEXRER TANGSHETRGERT - AFRXER
d 81 F #1E& (Mass Spectrometer » MS) 8y ZAB%i4: » TUAMF A M anicédih
My FEREHETRGOEN AL RTHEREY  AALSGLBT-1-1/T78
BAB LT LA - |

Oven
Precolumn
Sovent erivatization J—
delivery |—- (opt_;c_:mal) ’ _F rt Detector
system Injector olumn L
I} L :

Solven J

Control & Computer Post column
data evaluation derivatization -
{optional)
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B TEMZIHER

—&mE > PEMBEAR A A REH 055 HK AR
REBEORE ZHAASEEABRAGER - B4RA "#HEMRL  $H5
RoCTRAE s RRMEMEL RBRHIRFZAE, OB ARTHR
ﬁ%%*#ﬁ%#ﬁﬁ%ﬁ%%r%ﬁﬁﬁJ%ﬁ@°%ﬁﬁﬁii%§§&
a4 (1) RIRABE - MR—2 (2) sk EHEH (3) RPyarml ¥ (4)
CFREBEE Tk MMEFERTHBERMATAR  wRAHEHEE
FiERPELRB O BTURA PR TRSTAAHE T AL THEH
S
(=) YB3 E  KaBWh EHFHLHZRR -

(=) LB EHoH BB R 5T 8 U BAMS) a4 4R 435 (NMR)

%&mﬁi%ﬁ’ifﬁi%ﬂﬁ&°
(Z) LB Eo# AHBH FIERFHAY > BITTEIH -

(m) REZRS: St EH TSRS 2 REFMN - BATAR -

ABG T RAS RS RENOBD TR CRA R L E XN
ANEFEATRE - FRAZTEALUB (RRETE) LT A FTERAL
RAFE - RAAFRTRATAR L RRMBEZ AR I EAAURE
BHWE Y RRERZRERRRE > AT RHSLZAR -
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FZH TR

—
1-1 %[N

FREFRIERTFIAF L HL KA (Ranunculaceae) 2 % FE KM -
RAMAABEAZAR - BARBHZER, X014 B 7 PaeoniaalbifloraPalls
var. trichocarpa Bunge R E 44 ehiRk - 5 855 —%:[6]

(1) & % Paeonia albiflora Pall

(DFYH X5 =4 —HYE Y % Paeonia obovata Maxim® L LHE - =5
I # % Paeoniaveitchii Lynch> 3|8 £ % %% - =& A4 Paeonia lactjflora
Pallas - )

ERARBRPRET] FEHEEARIREBRE  RELIERELA

N ERERGY - GHASFAFKR[8] H50-80cm-EHEX - KFHEL -
REX SAEL HEesal  RM5TA - REX AFZEETASE
SR RBRLFERNEE T2 FRXmE Aol XA ML - &
WomEh o Fi g HAEBAIREY  RERE RBEXBAEGY -
ARRAXWNELELNGY LTy - EHHF 40~T0em[9] » EHx - %
FRE REANETR ARld > KO0 A - XA HERIT Tk~ 3%
- ETHRERLEE R FoM SEAFEE - ) K% 50-80cn X
B A SRR AREL LAALE  EM6-TA REET > Bk
THO A RBE - EERBR)) - TH LEER - REFYROREYER
RRBRGUME FRZANKINE REOEREREONE - ARAR
YW o F Rt gyl o X B2 X 54 paeoniflorin 442 1969 £ 8 KA XK
ABERERFBEA RYBF o8 st BATEHRK - (10]R ke
#EHR Paconia BY > FVE LA LEAS - BABULERSH L )
#e %) % + 48 1 benzoic acid # & - 1972 4 Kaneda ¥ A% & paeoniflorin &
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— 454 && b thraWit4s4 albiflorin - oxypaeoniflorin » &
benzoylpaeoniflorin &y ¥t g4 f& - [11]

1980 % Makato £ A# & % + 4% & <1 gallotannin(Penta- -
hexa-, hepta-, octa-, nona-, and decagalloyglucose) & * [12]k % Mineo %
A EYH Foakd pae"oniflorigenone° (1311982 4 Makato A HPLC B2 @ 4 &4
&5 & » B3 paeoniflorin4é 1. 73-4.82% ,albiflorin 45 0. 02-2. 18% »
# oxypaeoniflorin % 0.08~0. 35% - 1983 4 Huiying % A% 548 & &k
— & ML (Z)-1s, 5R)- S -pinen-10-yl B-vicianoside(I)&
lactiflorin(1) - 1985 # Toshimitsu ¥ A4 & %A% F 5 8 Z 4647 04 ¥ 5 4
1b4-%1 . % % A paeonilactone-A( I ),-B(Il), -(I)  [14]1989 4 Kang # 4 #
R P oakw F 5881644 gal loypaeoniflorine 1990 & Susumu FAR £%
v #%(capillary zone electrophoresis) » %ﬁ%%ﬁﬁi% paeoniflorin »
oxypaeoniflorinfw gallicacid > #4445 24 X8 HPLC o4 FiE B AL & - F
FrBAKRERA HPLC 241 14 B2 4 % %  paconiflorin &4 ¥ - [15]1992 #
Keiichi 4 F 4886 % % %0 3% % paconiflorin & albiflorin 4% # ¥ &4
¥ o stsbh 0 A B F4H paeonin v 4 7H& (paeonol) A o AEET i 0 A - [16]
BB R (1T k# - F MUR - AR LR ksl B2 LR
FHBh  HREZ M X8R ABRTHA  ORRS A5E  HA, &
GBH e KRN RE MUK EEHAEAFR  Fh BB bR E4A
BRE - RFRR - BABRTE

HENBHBERRER  HA T &HEER:
(DR

HBEREAHLBRAGETHAETHER  SRARN A REAER -
paconiflorin #EZ R BRBE T F HEHR T T RN KEAWFIER -
(18]
(DRER A %GR

paeoniflorin TEH BR LR EHE > KA BB Earth 1720 SIS
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4 1/250 > BAeMmRERAAT AU AL RiRey 17100 Eoiskdibe
1/4500 - ¥ paeoniflorin 4-# % debenzoyl paeoniflorin #= benzoic acid &F »
HEBEAAAH KL - (18]
(3)4R7% T A #%45 A
RS EUE SN R 0 A & i g A R R 484 0 B R paeoniflorin
A B2 o9 480% % & - paeoniflorin 3 4E3E & hexobarbital # - R eyeEaResRs -
[19] |
(DR XER
paconiflorin # 8§ eh L X4 A » # & & £ B (carrageenin) & e 42 &F
(dextran or a-chymotrypsin)jlees£ REMNEFEEIFHIER -
G RFEER
paeoniflorin gE¥r %! B &4t > ﬁFﬁ%%%ﬁ'Tiii%%ﬁ % - [20]
(B)IL &£
AHHLFENHRE - ERRARREABENWRAER;
MABTHHBE FEHHRENER - [20]
(DR B 15 R
AEHBRERALABREZSRANAE  ARARESGKHEA - [20]
)i F1ER
a4 R A& Y e ERRMF 5% F4E R [20]
(9) 45 A
paeoniflorin T &£ W E ¥R - (20]

(10)#& % R &
YT ELFaNkamBRa T aR s - [21]
(D4 E otk A
FHRERBT GRS 0 AR aRREGKA - [22]
(12) # 46
RFUBRAYGAE > aBTYEHAE  R0.5-1 [ FREHE
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BT 0 25 — 6 EFARELER - (23]

—#mE  NBRAEHRER  TASNERR » RURHFAFEROKR
ARF-TEFHEY, FRESRA X6 E L ARR HEREESE -
AHUERSE CTRERAS CTRES CTHEAEES  TohE R FATH
Yz PRMSEGES  MBEMGIE B RREH A RFHH
FEHM I FEERARE RS EUBH R Aok Ak RRERS
M 6h 2 AR R R AT A A AR R AR R AT R AT IR B T gallic
acid ~ oxypaeoniflorin~albiflorin -~ paeoniflorin » benzoic acid & paeonol

¥Rtk hHZHREGSE -
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HO OH

Gallic Acid (GA) Oxypaeoniflorin (OPF)

ch CHOH

i
o

Albiflorin (AF) Paeoniflorin (PF)

1@ G = galloyl
: ; Pentagalloylgiucose (PG)
0. CHg :

Benzoylalbtﬂonn (BAF)

OH
CHy

Benzoic Acid (BA) Paeonol (PN)
HEZ AL HEHRE
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= T®mAr

7-1 BHRABR
7-1.1 #&

Methanol » Acetonitrile : FISONS LC #&

95% Ethanol : 6B ARBEBLEA

/K :Millipore Milli-Q Reagent Water System %4t
BiEE — 8,47 * Nacalai tesque

7-1.2 %%
# &% E &% - Elma Transsonic Digital

.0 ¢ Hettich Universal @ H#d#4 % 10 mL X 12
%48 R M F - Waters 510 X 2

410 - Waters U6K

A H B Waters 990 automated gradient controller
1R8] % * Shimadzu SPD-MI0AVP photodiode array detector
##RE S : Shimadzu CLASS-LC10

% % pentium-166 EA4

HRAB A A A

AT E %4 : Nova-Pak silica (Millipore, Milford, MA, USA)
S8EE 4 - Cosmosil 5Ci-MS > 5um> 25 cm X 4.6 mm (Nacalai tesque,

Kyoto, Japan)
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Z-wEnulVE

1“1 *%"ﬁn%*ﬁ%ﬁ(ﬁf%

(DRFEZIER
## 0. 1g = caffeic acid &» 50% ZEZER Y » A THMEH A S0ml » 45
BRARRELIER
(QDFBER
## 5. Tmg gallic acid > 42. 3mg oxypaeoniflorin 26.8mg albiflorin
92. 4mg paeoflorin- 6. Omg benzoic acid > 28mg pentagalloylglucose ’ 16. Tmg
benzoylalbiflorin &# 50% ZERZER ¥ » A EAE AR O0ml » EHERERE
i o
EHLEIVE :
URFE N RERAZE A% 120> 8ml > 6ml > 4ml > 2ml > Iml » 0. 5ml » 0. 2ml »
& APNZE L caffeic acid &% 2.5ml » A 50% ZEHERMHEZE 25ml > ML
Ak AT AN 20ul 0 EHEHBR > RPGEMK TS -
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'

Spectrum Window

0 . ': 3
nm 70 yii pLio b=y viim 300
NO.1 ——— RT: 6.09(Min} [lUnnamed]
NG.2 —— RT: 6.22(min (Unnamed)
NO.3 - - -~ RT: &.33min) {unnamed
NO.4 - — - RT: 6.45imin) jUnnameql
NO.S -v---- RT: 8.55imin) {Unnamed)

gallic acid % photodiode array UV 3¢ 3% ]

Spectrum Window
39 . -‘ )
2 :
a2l O\
AO_Y. \.\\\
\
..
MmADS
............... ik
Q : N
nm- 200 yely o To0 pii 300
NO.1 —— RT:AS.37(min [Unnameal
NO.2 ——— RT-15.43(min) (Unnamedi
NO.3 - — - RT-A5.4&(min) (Unramedi
NO.4 - — - RT-45.54imin} {Unnamed
NOS - .- RTAA5.59tmin) [Unnamedi

oxypaeoniflorin z photo diode array UV #,i¢

103



spectrum Window

B

52
i3
0

mady

g
! : :
nm 2 yaies T o0 780 300
NO.A —— RT:20.96imin} fUunnamed]
NG.2 —— R1:21.08(min) funnamedi
NO.3 RT:24.18imin) lunnamedi
NO.& - RT:24.29imin} lunnameds
NOS --eee- RT:21.40imin} {Unnamed)
albiflorin %_photodiode array UV i @
spectrum window

0 H 5
NO.1 ——— RT:24.16iMin) Uanamed)
NQ.2 ——— RT:24.2¢(mlnl lUGRRMEA)
NO.3 - — - RT:24.36(min lunnameo)
NG.4 - ~ - RT:24.45(mMin) Unnameol
NO.5 ---... RT:24.58(min) funnamea)

paeoniflorin % photodiode array UV 5t ## &
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Spectrum Window

@l b
B2k ;.
gg [

0;

l .

1 3 : !
NO.1 ~—— RT:51.27(min) lunnameo)

NO.2 —— RT:54.30(Mi) {Unnamec)

NO.3 - — - RT:54.33(min) {Unnamed]

NO.4 - —~ - RT:54.38(minl lunnamed)

NO.S --ere RT:53.4%min SUnnamed)

benzoylalbiflorin 2. photodiode array UV % i g

Spectrum Window

0 : ;
nm 700 e Y ¥ 300
NO.1 —— RT:54.30imin} {(Unnamedl
NO.2 ~—— RT:54.35(min} iunnameo)
NO.3 ~ ~ ~ RT:54.40imin} lUnnamea)
NO.4 ~ — - RT:54.A7imin) lUnnamed)
NO.S -e-ee RT:54.54tmin Wnnameat

paeonol Z_ photodiode array UV 3 % B
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Spectrum Window

0

TR0

NO.1 —— RT:35.40imin} lUnnamed)

NO.2 —— RT:35.51(min) lunnamed)

NO.3 - — - RT:35.63imin) {Unnamed]

NO.A - — - RT:35.78(min) {Unnamed}

NO.5 --eeee RT:35.85imin) {unnameal
benzoic acid 2 photodiode array UV |

Spectrum window

300
NO.4 ——— RT:37.61imin) lunnamedi
NO.2 —— RT:37.77(min) [Unnamed}
NO.3 - —~ - RT:37.92(min} {unnamed)
NO.4 - — - RT:38.05imin} {unnamed]
NO.§ -seeen RT:38.13tmin} funnamed}

pentagalloylglucose Z_photodiode array
UV k%8
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s

0.56

1.80

gallic acid

042
“eb
2
T 0.281
Gl
T
z

0.1

0.00 T - T

0.00 0.45 0.90 1.35°
ratia
Y=3.1706E-1X+1.0291E-3 (F=0.9996)
g M-3.1 gallicacid 2k &%
4.06
ox'ypaeoniﬂorin

3.06
"o
2
Z 206
an
E

1.06

0.06 Al r A T

0.10 2.10 4.10 6.10 8.10

ralio

Y=4.6992E-1X-4.2383E-2 (r=0.9994)

M M -3. 2oxypaeoniflorin Z ¥ & 4



(ug)

weight

weight (ug)

2.44 - .
albiflorin
1.81-
1.24
0.64
A 4
0.04 v¥ . . . —
0.04 0.24 0.44 0.64 0.84 1.04
ratio
Y=2.4538X-9.7881E-2 (r=0.9991)
g II-3.3 albiflorin 2 5B
8.10 paecitiflorin
6.10 4
4.10-
2.10-
0.10r T r . .
0.08 1.08 2.08 © 3.08 4.08

ratio
Y=1.9476X-1.5170F -1 (r=0.9993)

B II-3.4 paeoniflorin Z#H &4
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0.60 ——
: benzoic acid
0.45 -
"o
T 3
= 030
E!\
. B
0.15
0.00- . . . .
0.01 0.21 0.41 0.61 - 0.81
ratio’
Y=5.8161E-1X-7.5455E-3 (r=0.9995)
|8 II-3.5 benzoic acid Z g 4%
.04
’ pentagallovigliucose
2.04
=
3
154
2 104
0.54-
004 T 1 ¥ r A
0.08 1.06 2.06 3.06 4.06 5.06°

ratio

Y=4.8135E-1X+1.8121E-2 (r=0.9998)

B 3. 6 pentagalloylglucose Z 4 &4
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010 paeonol
“of
2
- 0.07
“on
E
0.0
001 oy T T T T T v
0.0 0.07 0.12 0.17 022 - 0.27 0.32

ratio
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o WAL HE > T0%F 8220 mliE A EBUER  MHI004H 0 BOBE > &
AR BEFPLEHERE > 28045 umBiR Bi1BE » EAHRBRERIEANLD
Ll BREEME > BRRERZTHIHER -

s R®iE:
(ADKH:PO:« 1.36g /10% H:POs /H:0 500ml
(B) CH:;CN / CH:OH= 80 /20 (v/v)
AATEER 60454 -
{AAE & * 254nm

o BEWNREX:

Time(min) #ik (ml/min) A% B% curve
Initial 1.0 90 10 linear
10 1.0 85 15 linear
20 1.0 80 20 linear
25 1.0 75 25 linear
30 1.0 70 30 linear
- 40 1.0 65 35 linear
50 1.0 0 100 linear
60 1.0 90 10 linear

© HARMEBRT:
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FRET TY RS TR

(1) A4t Y #ey gallic acid ~ oxypaeoniflorin ~ albiflorin ~
paeoniflorin ~ benzoic acid & paeonol % M4y 94 & KA 7765 B 64 1L RAF IR
3 o
@)&WT%T&?ﬁﬁ%ﬁ%ﬂ%%i%Q&ﬁ*ﬂ%fﬁﬁﬁ&m%ﬁim’
benzoic acid 4 #ILEBKX » RBERIHBILERK «

(B HBTHTRFARIMER s+ =% =+ — X #¥ benzoic acid- paeonol
& paeoniflorin Ma ) RILEBREN > EAT S TR 2F — kiR D8
BRUERR  LTRANBBRFILERTBERE AW - HELEYE HRIK
I UPVIT VTSR Y LRT VS ST PR Ty ey 18
B MERE R RES KT FAREGLGIB -

(4)4£55°C &9 K % F &8 3, ' benzoic acid & aeoniflorin A& I &4 -
EE&Em o th®ILEAR K - @ benzoic acid ﬁi{;}léﬁ%'fbﬁi#i?f:%—#‘ » BT HE A Ao
BRABTEERS FHAEYWE SR NAHMARME L RE H B -

(5) b 37T°C ~45CR 55 CH & Bty KM H R » 4 % F benzoic acid &
aeoniflorin A A ¥4 ELBRABERA  EBAAY  HHMAKLSILE LA
R ¥HBRBEABCOBETo B ARZBERBIETLEGEE > T4

FEUhBe A X RREY B SR TALABAR -
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BT HmBds

FRARABRHELBEMEARRANGBRES BT EAbE %
MAFTELRETEETNE 25 -  RHEHGEARTUA 4R
DNA bt R 3] 73] - (23 b F RSP R EANRIRAZAZY AR
REB AARERBET YRANE - FE - ZREEMOER LA
REAE T YUB PN THAESHE K4 (Peaonia vitchii Lynch)
REmIERE > @Y (Peaonia lactiflora Pall. =P. albiflora
Pall.) R » FH %5 K% albiflorine 9 £ > XA H
Bk W ; B (Coptidia japonica Makino) H%E#iﬁﬁ% » N
i2(C. chinensesFranch)f%:&( (. deltoideaC.Y.Cheng et Hsiao)
B BHEBT R BiEE K2 epiberberine» )| BB HFABRE
AERRARBRENGRR MM OB O RBHRE —RIAHH O F &
E8t > ¥ & R8T 0 Mo# evodianine Z4EFHH
dehydroevodiamine * B o H R Z -
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