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Determination of the contents in Chinese herbal
preparations by capillary electrophesis (3)
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e

SMRAEHMHPLOA LT TACE)RBAIRFTAREEY
BIERERTH T E -  ARARARERBERE "W FER 2%
- RRABCHFIR RUBRSHA  BeBERHEF EAHE

+— 144 ¥ 8 H El &) guanosine & » BB BRR TR A
HPLC 4 #5 » —/\BEST KAk 5 B borate B E &SR ACE4# » R Eo¥
M+ =4 BANRTELE > HPLCT 5 # 8B > CETHH# A
WA AAmirEARKIEAR -

42 2 % ¥ & B¢ dehydroevodiamine 4 & MG EL B i 4R >
RHPLC o4 > o4 Rkim+A4548 5 ABEE —SMA L BIAER - A
CEX ¥ > EHF 04 BREERAMNTEHE » BHEREF -

+ — 144 Fi % & B &) ephedrine 2 & * X4 SDS 89 24 8t /8 R ¥
32 HHPLC 4 » #8555+ 448 ; Uvaline®y & KixxBi% » ACE
SH 0 B g4E c BETEAAN T —TEHNB > AT HA R YA
THHEERRKENR -

A4 SDS &yl B BEKIBER TR » AHPLC A # N4 H (5B T)
P & sinomenine 2 ¥ * & 8GN+ £ 548 5 A4 malic acid 25 — 54K
BBk ACEAMEYTE » TN -

HBZHENBR - FTE-RF TR AR -AF - ZHFEREW
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FB2MAAME  Rammsy  TIEA A HPLC A CE % # @ A7 LA
BEBAWRR  RAEUMEARSCHREIE -

4239 * CE » HPLC * ¥ # ® &l » guanosine * dehydroevodiamine °
ephedrine * sinomenine * % %5

ABSTRACT

High-performance liquid chromatography (HPLC) and capillary
electrophorests (CE) are currently the most commonly used analysis
methods for assaying the marker substances in Chinese herb drugs. In this
study the two methods were used to analyze the preparations containing
Pinelliae Tuber, Evodiae Fructus, Ephedrae Herba and Stephaniae Radix.

Fourteen samples of Chinese herb formulas containing Pinelliae
Tuber were assayed for their guanosine contents, using phosphate eluent
in the HPLC analysis completed within one hour, and using borate buffer
in the CE method taking only 12 minutes. Among the preparations, HPLC
can analyze eight, and CE, nine. The other preparations came out with
poor resolution. |

Two evodia-containing herbal preparations were tested for their
dehydroevodiamine contents, using phosphate eluent in the HPLC
method. The analysis took 45 minutes. While sodium dihydrophosphate
butfer solution was used in the CE method to take only six minutes. Both
methods gave satisfactory resuits. ' |

Eleven ephedra-containing herbal preparations were tested for the
ephedrine content, using SDS-phosphate solution as the eluent in HPLC
method, which took 50 minutes. Whereas valine-ammonia solution was
used in the CE method which took only 4 minutes. The latter could
successfully analyze eleven commercial herbal preparations, while the
former could analyze only nine. |
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With the SDS-tartaric acid water solution as the eluent in the HPLC
method for analyzing the herbal formula Hsiao-hsu-ming-tang (Ma-huang
and Peony Combination), it took 65 minutes. Alternatively, CE, using
malic acid and sodium dihydrophosphate solution for analyzing the same
tormula, took only seven minutes. |

Shao-yao-tang (Peony Combination) is composed of Paeoniae Radix,
Scutellaritae Radix, Rhubarb Rhizoma, Cinnamomi Cortex, Saussureae
Radix, Angelicae Radix and Arecae Fructus, and can be easily analyzed
with HPLC and CE methods. The former uses phosphate as eluent and the
latter uses boric acid and SC as a buffer.

Key words: CE, HPLC, Chinese herbal preparation, guanosine, dehydro
evodiamine, ephedrine, sinomenine, Shao-yao-tang.

£ WE

TREIKRBEAILG NG RATEFRABAZSE S
B BFREHILS - BLRBFLTHREAE  BEXRVED
R LA ESMBER B PROBBBERAELFE -

PEMRARXRAREY AR R A -2 EEH - 2 H
ECRBBMRAMIREBBAHRE  MEART LHEE - 4
EUSMNBRRAEZSE RS 2 ERALHBIFME > mEHBE
HREOEZETHABAIE R E o

ARRANARAGH T A PREBEEN SN P R &S50k R
#74%& (high-performance liquid chromatography; HPLC) & £ %% & ik
% #1& (capillary electrophoresis; CE) RIEA DA R - Sk k48
B#ik (HPLC) RE&mEEX (CE) n¥MiE P4 E LG F5
FATHBECTITHBIL  BEFPRBIWHELET -
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A~ 4B F %P guanosine Z X & 2

FEATRATPEMZ—  HEAELIAT R BB KR
ML - HAHRBARSDEHMY (Araceae)F & (Plnellla ternate
Breitenbach) &) 3L BEIR & -

1987 FRE £ FAKF R BH + 2 # 4B guanosine(GS) *i
HPLC A% » AL FESA T TR F R U B AHHEEZRN[2] -
MeiLFEia A E2-1 -

THs HO
HOCHCHNHCH3 | - ]
N
H
H
1-ephedrine (EP) 3,4-dihydroxybenzaldechyde (DB)

0
H2COOH - ’N\
s
: H . —N
H,N N

OH OH
homogentisic acid (HA) guanosine (GS)

B 2-1 ¥REXZRTEHR
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F18 SXAERABR M
2-1-1 B34

2-1-1.1 Frid e

guanosine (GS)# B Merck(Darmstadt, Germany) ° 3,4-
Dihydroxybenzyl-aldehyde(DB)# 8 Aldrich(Milwaukee, WIS, USA) :
B B8 — & 49 (sodium dihydrogenphosphate) & & B Kanto(Tokyo,
Japan) ° B4{ER AR B Fo X W 8 - K& Milli-Q System &1t (Millipore °
Bedford * MA * £H) > PEEAF R F I A Far-UV & Mallinckrodt

KY ' £8)

2-1-1.2 K &1k 3
% 2 RAR R ik (HPLC)
& + Applied Biosystem 400 Solvent Delivery System

A NRM . Applied Biosystem 491 Dynamic Mixer/Injector
/] 8  Applied Biosystem 1000s Diode Array Detecter

7 2 : SIC Chromatocorder II

2-1-2.3 HPLC % #7 4% |
%&£ 4 ° Capcellpak C18 SG-120 (Shiseido * Tokyo * B &)

Eh48 © (A) 10mM KH,PO, X H,PO, ¥ £ pH=2.6
(B) Buffer A - CchN : CH30H
=5-:2 -3
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BETRERX

BF fl(min) iR (mL/min) A% B% curve

initial 0.6 100 0 *
20 0.6 85 15 linear
30 0.6 70 30 linear
35 0.6 65 35 linear
40 0.6 635 35 linear
50 0.6 50 50 linear
60 0.6 50 50 linear

RAKE K * 210 nm

2114 RELRERORH

(1) AZERER
A #% 61.6 mg #) 3,4-Dihydroxybenzaldehyde (DB) &% 50%
LEEF » AEHEYE R S50mL * EARZRILIER

(2) ’,‘T:Enﬂfé-
¥ #% 6.8 mg guanosine BH 50% LEE P » ML EHEE R 100
- mLER FAREBR

(3) ESR
MBREESHNREAZRESEHR 15 mL, 10 mL, 5mL, 1 mL, 0.5
mL * & ANRIEELAER 3,4-Dihydroxybenzaldehyde 1
mL * X 50% ZEEHEZRE 25 mL » A L2 i 44
ENIO L HBEARKR  REPHAUHFHRES -

2-1-15 BHRM
BAx 10mL AEAEPY » do A 1 mL NZBRELEBE » L50% T
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BEHEZ2255mL1EAE SRR Bl— XA E 4 7~K (intraday) °
A B} X 483 £48 75 =R (interday) °

2-1-1.6 Bk %

B 2g FEMERU50% LB Tml AEREE » AFR
AR 15 4 B b TR =R BRI EREK 4
HNEMARZELERZROS5mL » BARNRELER 1mL > RAEHAHMH
22 25mL A 045 umiELBBEEARE > BRAI10 u L EAN
AHZR o REFHERITHE -

2-1-1.7 ¥ R 2MEESTM |

WMAE 2 FEMKR L TmL50 % LEEATETEAEHIR
15 748 B FRA =R ZREBRESH 0 oA 1lmL AIZFESE
B A EHEMAEE 25mL > £ 045 m BHRBE  FAZTEZIW
B R 10 U LA ESH R RAPHEBTHE o

2-1-1.8 18R A Bl € &5 #7

HHAE P B AR 1g ~ 15g ~ 20g * A 7mlL 50% LEEERA TR
EREHERISTE B FEAZR 2HHERREPHE » Ao
APRBEERERZLImML * A50% LEHEZE 25 mL » £ 045(m /& KB
AT EZIRR BREEE  AZRIERZFHYFHEX -

2-1-2 &R B3

2-1-2.1 REKRAHEE
HKEERI 5 2-1-14 Frik > LR RNEBHRANFZESOHF LA
(v) BUESHEE x » mg/mL) Z & EBFRESLS
guanosine - y=0.0516x +0.0138 (r =0.9999)
SMEE 136408 ¢ g/mL
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2-1-2.2 iR X8 A

(1) BRMK
AN EH TR GHEIEoHEBETEE  Bl—RANEHE
#8581 7S R (intraday) & & ] & 483 € 48 55 R (interday) ° 45|
Al | AR L GRS & AR/ 45 £ 50 @ FE, Ar, Peak-area
ratio)) R BRI E R AHEZERBRERSD) * L& 21 -

% 2-1 guanosine &R 1%

RSD(%)
ot oundyy sy
""" A M A Mt
guanosine 1.61 143 181 0.77 .

(2) &
LR ENEH PRNERTHS &Rk 2.2 o
BE R A Ez B MEARE o

#& 2-2 guanosine E1ik %

{44t A E(ug) B E F(ug) B i % (%)
guanosine 9% 93 96.9

2-1-23 ¥ L BEHZEN»W
K| B3  2-1-1.7 A7k » K guanosine F391E -
EEERE [ 22102(0.025 (1 g/g) °

2-1-2.4 48 Ml F B £ & »-#7
Ry BB ERR  EA L E =R Kguanosine F34{a( 1 g/g
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(3% 2-3) °

Bt FBZ LZBRBHBRWT -

1. BUFH: EREMA0 FE40 H X400 H4P4.0 0 N E4.0 >
T840 A%10°  MBF1=1.0 AE1.0 " Z%kT
10 #X10> 2HHE05 B E/=10 -

2. JFHESESEE60 ME30 HE30 HHE30 0 430

3,830 4a¥30° %kF30-
3. HBBEAL:FEL10 220 FiE20 ¥481.0 B
1.0 » B4=1.0 » %510 #5520 H¥30°

4, $9HEL: F R 30 4930 EH &30 HR20 Hi20 &

F5.0 £ PI43.0° #£453.0° A%20°H¥10 %

210

5. B FEEF20 X220 aR20 RE20 BK20 &
12 H#12 GR12 #8812 KE1.2 B
1.2 12 HE12 0212 B 1.2 #48

12 BRE12 £ E12-

6. /NaBF: ®iE15 ¥E60° AN#E/=30-

7. EFERM:ARBMA3I RKRAE3> BE 3 FHE3I  KRE2 &
#w2-ak 2 B2 FEHM2 £HE1 EF

3 4A83 KE1-

%23 BHMFBEE M

77 B A A
I
NERE
68 B AR
49 B BX
5Bk
NGB %
E& AR

guanosine

57.07+0.020
190.441+0.024
103.291+0.036
69.2310.156
97.69+0.233
76.7710.165
38.43%0.160

563



SRE-ANBTH - MEETHREMERER ST F £
guanosine I R CR T ER £ EREET T - A AL HB 2
guanosine 220 » MY U LT G R B ELY -

2-2-1 BB 4

2-2-1.1 BER% &

guanosine (GS)& AN 1% % 44 benzyltriethylammonium chloride B B
Merck(Darmstadt, Germany) © Homogentisic acid (HA)# 8 Sigma(St.
Louis, MO, USA) ° 3,4-Dihydroxybenzaldehyde (DB)A l-ephedrine (EP)
f& B Aldrich(Milwaukee, WIS, USA) ; &% & =. & 4% (sodium
dihydrogenphosphate) & &, #.1b#3(sodium hydroxide) 2k B Kanto(Tokyo,
Japan) ° # & #4(sodium borate) & Nacalai Tesque(Kyoto, Japan)3 & -
¥ B7 (methanol)#» & F St.(acetonitrile) & Mallinckrodt(Paris, KY, USA)
BLCARIRE > BH(95% ethano)E B B AR BT A - BRK K
B 4% 1875 R %) & BE T 7K(deionized water)Et B Milli-Q system(Millipore,
Bedford, MA, USA) °

2-2-1.2 51k 3

(1) £4aE k& % - Waters Quanta 4000
£4%a% ' 70cm X 75 ¢ m LD. uncoated (Polymicro Technologies,
Phoenix, AZ, USA) * £18 3] %5 62.5cm °
BHRIE MESISCENBREERTA K
(2) B% &5 R £ 4% (pH meter) ¢ Suntex SP-2200
(3) ik &S ° Hettich Universal * 2 ## A 10mL X 12
(4) B K#E B * Elma Transsonic Digital
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2-2-1.3 |AE M 41EHF

Buffer : 20mM Na,B,0, ¥X 1N & R AL K75 & H £ pH=9.65
Run Time : 12 min b
Voltage : 20KV
Injection mode - 3 sec hydrostatic
Temperature ¢ 25.0-26.0 C
Pre-wash - 0.1N NaOH 2min * H20 2 min * Buffer 2 min
Post-wash - 0.1N NaOH 4 min * H20 4 min
Detection wavelength * 210 nm (£ & EP)

254m (£ 2GS ~ DB ~ HA)

2-2-1.4 EBEBRIEH:EF

(L) F ) o 8L 4008 5 e R 3¢
SRR AERES MM ESER RREAS ~ 10
1520~ 25mM *» REHWMENREEHEI RS T EOY
¥ FREFERHEERR -

Q)R B BR b A 894K 5
BB TAEEMRE  WAREEHIN S IEEREH R
Gl EEkr E W4 frisak R pHE LB & 926 £996 @ &E%
EREERR -
2215 BB E L xE R UKKES
(1) AR SDIER
#5H 1.8248 g &) benzyltriethylammonium chloride /&% 25 mL
0y 50% LEEER » BB MNEBEDBERAIS) -
(2) BER
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# B 1-ephedrine (EP) 20.2 mg * 3,4-dihydroxybenzaldehyde
(DB) 15.1 mg * guanosine (GS) 3.5 mg #¢ homogentisic acid
(HA) 50.0 mg * PA50% L BFKIBRELAR 25 mLAR & &R °
(3) BRESK

SRIBRER02 051258 mLHEHF » EheA
05 mL WARELER » A50% LEEKERER 10 mL 2%
daimA e WA 3-1-2.1 LRMETHGESH > SEEEHEHRE
o REFHEARFRER -

2-2-1.6 T A A% 1F 28 mHF4E

(1) & H. % Reproducibility).
BER 1 mL AEHRF > /oA 05 mL RIZELER » A 50%
LERRBRHFEEIOmML  fAXEZRR ) Bl— RN EH
7N K (intraday) * A B X 831 £ 48 7SR (interday) °

(2) B4 F (Recovery) *
W20 F R R 2 4 mL 50% LEAERAERTHRIES
R3074 3w » EF Rk 2HOERBEPHE » o
05 mL 91 R L& > HiwANZEL)l mL » X 50% LB
MEZ1I0mL > £L045mEKBE » AEFZRIE > Eu_
EEE > ARREHZ LR -

(3) 18 ] #& 'R (Detection limit)
li THBFERELER  ZEANMRAB] > A P signal/noise = 3/1 34
 FEEAZTRAHERE o

2-2-1.7 M Z EF o Hf

204 FRE AR > L 4 mL 50% LEERATE T EER
30%74E » BES > ERFRR DY ERREEPE 0 S ANZE L]
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mL * R 50% LEAEEZIOmML » £045 (mELBE  FAEEZIR
B BREEME  AZRISHZFHLIHEER -

2-2-1.8 A8 F B2 = 0

MEAEPRUBE055 A3 mL50% LEARATETHER
BR30N4E B c FHCR SNMEREE TS WANERS
05 mL * X 50% ZEFMHFEZE 10 mL » £045 mEKBIE > AL E
ZHR BREEMHE AZRIEFZIFHYoHER -

222 &R MitH

2-2-2.1 ¥ iR Z 3K 5

BEREITZ 41 » /i AT A pHA R H 16 » 8 W iniE
BRI P » UARBIRE M — 4w A B SR ¥ pHA
BB ERAER > ERApHAN EtatT KM 48T 416 0 B bAT
B2 R RER ) EARMARE 0 ¥ kpKaB9.24 2 HEE
48 ERARMEGTod  XE— S EMEBNETREE

BXETYHHEREESL AR S ER AL pHAE R oL 8
o L) Tirs o R EMERER o

ERAESHAEET P BB IEE20mM ° X 8 84bNE R
pHIE ¥ £ 965 ° T 7 #EP ~ DB ~ GS » HAM@M ¥ W
IR AR BB R R B BRI - -

(1) M B REAHBLE
AW BRENYLE RETREED S £ 25 mMZ &)
BHER RRERER,GBBERMARLE 29 - g%
BREAGH  ERATHBHIFRME W > £H T DB ~ GS
Fo HA ARS8 A - LA ZHETEA RGN AMEBEBYHRE
& > BIBF4 5 TpH{E » HA 694 A R DB L HAM B A 5 5
# 8. 1t(deprotonation) * 1% E ¥ o &% B8 )R A &) AL B HLE o
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B & 2-4 4o 0 BRELSNIR B 15mM SX L BF 0 b4t 2 R &Y AR 4
K (resolution) & A# 1.5 » RS BRyc#& i K 4% 5 8 (baseline
resolution) ; M 20mMBF * DBEGSZ I ER §£10.73 » thE1E
20mM AR BBERE -

R 2-4 7 FloREE B IR E WS4 ) 6 A AL

Resolution
R e
(mM)
GS/DB DB/HA
- - s7T 121
10 7.78 1.46
15 9.05 2.17
20 10.73 2.08
25 9.90 2.57

et 84t » GSEAEAEZ R B IH15 0 BkEBHHmA
AN ERAYEPHE » AEPRITFnEEME -

(2)BE &R 1 & % o

HNESHEROERE > TR ERTANETE B E S
BEX > AAAE 20 mM B BIRET » wARE B &) R BALBE
AR AIRIT AR pH A9 E » LE 2-10 - g pH{E & 9.223/w E
10.048F » GS ~ DB A HA H ## # 63 14 89 "8 & %] & GS/ DB/ HA ( pH
18 9.21-9.41 (% A DB/ GS/ HA ( pH1{& 9.41-9.84( * %% %% A DB/ HA/ GS (
pHAE10.04( ¥R REF ' pH EH S » B E R 589 BABF R 453 fo -
EVUUGS SEBREBERA -

Bk 25 TR * pH{E9.22 ~ 9.41 ~ 965K 10.04 ¥ 4153 9|47 &4 &
RER - R pHIE9.658F » £ B4 P GS S48 #1484 5 1E 6y A2 HT &
5% B157 %261 i R BRI (theoretical plate) & 290988 » # B 14
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2 (tailing factor) £0.99 - FAAAE20mM &) FHEE BR E T » A 8§ A1k
NVEIR NG BT pHAA HA B £ 9.65 R RAEIFHF o

% 2-5 R F] pH 1A 851664 Fe] &) ARA7 KL

Resolution
H A oo e et e mae
4 GS/DB % *DB/HA DB/HA # *GS/DB
9.22 10.7 2.08
941 4.24 4.63
9.56 0.54 *7.16
9.65 1.69 *6.04
0.84 6.06 *0.75
10.04 *4. 52 *3.76

2222 WERZ YUK
RERI A 2-2-15 ARl > RRIFOHBNFESBDEZ LA
) EEARE x * mg/ml) Z Mk FEFRELS

EP @ y=0.2379x 4+ 0.0047 (r = 0.9998)
M3 E ¢ 16.16-646.40 1 g/ml
DB : y=14.26x+0.1684 (r = 0.9999)
SMSuE ¢ 12.08-483.20 ¢ g/ml
GS : y=25.259x + 0.0857 (r = 0.9999)
SHEE - 2.80-112.00 u g/ml
HA ' y=230.852x + 0.3943 (r = 0.9990)
&M E  20.08-803.20 1 g/ml

2-2-2.3 W AEH 2 i B M E

(1) AR
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R IR HEILEMBFATEE BA—XNELEFHE

{7~ R(intraday) & A B] X 4831 £ 48 75 R(interday) ° 4% LA 42 & F5 LE

B RE @A/ MR R & @FE, Ar, Peak-area ratio) R 3B # 05 ] 3+ B 2 48

HEZFRERSD)» Bk 26 - KR —REKBDFH LA HAHZ RS

#£4£259-3.94(Z ) BB HERBLEAH0271.62(Z0H £

ARRERZORILEABER G EL247-437(2 R > BHGFH Y
A8 $H42 1k £.0.88-1.91(ZH -

&k 2-6 oA EHFZHERMEIRE

- Emr W Er O O I O I D O R B o O b e W T W B B B I N N SR S A sy e e e O e P

iL6-4 Intraday Interday

ke e e W I WS O DY S S O D S EE el O i M e puy apm e W W W BN EEN EEE O A e e oy wme we W

EP 2.71 0.27 3.15  0.88
DB 2.59 1.46 3.81 094

GS 3.43 1.04 2.47 1.9]
HA 3.94 1.62 4.37 1.01

(2) ] i & -
A ORRT TR TRMERTL » BRI 2.7 - &
B FE497.1-103.6 (X F » BT AF kX i AL -

& 227 aiuFzpRaEgR

et 4 AN & (ug) A Z F(ug) Bl % (%)
EP 404 394 ~ 975
DB 302 296 98.0
GS 70 68 97.1
HA 502 520 103.6
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(3) AR

R HERRERLER » AE4m T k148 > & Fsignal/noise=3/1
WATF » 503 B 81644 2 18 R & ££ 0.7-8.08(g/ml Z [ (injection volum
:5.1nl) * ko & 2-8 AT © |

& 2-8 FRIBFRASZARBER (S/N=3)
2. 4itbip EP DB GS HA

2- [HRIER ng 0.041 0.006 0.004 0.005
ug/ml 8.08 1.208 0.700 1.004

24 BH S0

RFEFR 2L EERARE=ZR RER A - £ &
XA EPRMNERIER ; DBEMNERIEMR ; GS @ 27.3 (0.01 pg/g
(F¥HE (% £ 5 n=3); HA RN ARIERR -

2225 M BEBZ EE 0

BARTERBEKSERR  EEAXE=ZR K& FHHA
mg/g) (% 29) BEP DB HA L &M P4 F A& A BB
TR GSZ2E - BRWERE 21314151617 ~ 18 »
192021

SAFET B Z BFER B R R0 2-1-24 A7 5F o

%29 4 F YUz & &4 E(mean (SD, mg/g, n=3)

- A BIA GS
N 0.20(0.008
%8 0.10(0.003
NFRE 0.18(0.009

71



HEDLTH 0.05(0.007

NB T 0.16(0.017
48 B AR 0.09(0.009
£ E R 0.07(0.008
84 e X {7 18 ) 4% PR
A FREK A 16 SR AR TR

% = #p HPLC#CE Z tb g
2-3-1 - #7 55 Fe]

UAEEBRRE  CEENW R (12448 ) B HPLC (60 % 4% )
R ehsa  BMAHPLCEERARLE  BCEM A ENERBAE
H%-n

2.3-2 ARk EEEGRTHE

BARGHBEHETENLERER > BibofE £R46F%
BASVW T RBEAENEF CEMBEHER SASRBE AR
BB A AR HPLCH R PHARLE > AR EFHEMZ £ R F&
757 0 85 B PR B /)N o

AHPLCH P PEAIMEEIRELZBORAR

2-3-3 A ABE

o # 3 % 5T i guanosine BRYCE &I HAR BT » 40K 2-10 ©
% 2-10 guanosine & W F I @R 2K

d B CE HPLC
o i3 33562 19975
N F R 54289 7744

AN =Y h * 45796
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49 iR AL
ER S o

Z X
NEFH
NELEE
/6 B B A A
£ % Bk
EHERB

216783
204304
91559
94048
211600
99015
117873

e

24624
18023

%
A

*

12844

s

44100

* R TRNERE  SBEEHETHEHELSE -

2.3-4 &%

CEfcHPLCRIA A Mot F ik » & H H4E& 85 » HPLC #4#
BRI 1B ERAS CE6J&RE AR ¢ (1) BRMHE

(2) ARMEEERE . (3) BENR I LY L5

R R

7w (1) FaagENEZER DN (2) aHERE (3) S HHE
B8R (4) v8EXEFHEKR T (5) 7 RARIK: (6) BR

2205 (7) #HREES

T BEBEATE -

c HaRENEE TR HIEHME

2~ 2% % R % & P dehydroevodiamine Z & & 5 #

RERRBENFRAEZLEUINAT S LB HBAURMAEFH
B BEZ - ARAMNLAHRE R NE - HE B~ B
XU -ABEZF~ANE[46] EARAEEFFH (Rutaceae) &
REORRMEE o A72 dehydroevodiamine 7T 2A 3% 3& F & Y 4E[7]
[FRaB » RECHRE » JCHEFRESB, 9)F/4ER » 248K

Yo [ 3-1 Ao ©
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B 3-1 dehydroevodiamine 2.1t 2 & #% X

¥ —g SHaEERA R M
3-1-1 FE34r

3-1-1.1 EHmRA#

- 2% % (dehydroevodiamine) BT 58 B 2K ¥ B4 » & IR,
PMR, CMR #v MS % 503 tb 4 X Bk #E 3% - BEBE 4N (sodium acetate) Fv &%
B (acetic acid) 3% B Merck (Darmstadt * 2 &) - ;48 (cinnamic acid)
#% B Aldrich Milwaukee * % B) 7K4& Milli-Q System &21L (Millipore *
Bedford * MA * £Bl) YE A FIKE Far-UV % mallinckrodt :
KY * £8)-

3-1-1.2 B%ES
o 2.1-1.2 Ff& ©

3-1-1.3 HPLC % #7414
5 8EE 4 ¢ Capcellpak C18 SG-120 (Shiseido * Tokyo * B &)
mEhAR L (A) BAEL D BABAAN T T A K AFHK
=12mL - 24g ¢ ImL : 800mL - 187mL
(B) H20 - CH3CN : CH30OH
= 100mL - 450mL < 450mL
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HA AR
B fel(min) i (mL/min) A% B% curve

initial 1.0 o0 o - - *
15 1.0 30 70 linear
22 1.0 30 70 linear
25 1.0 0 100 linear
45 1.0 0 100 linear

HRl%k K © 254 nm

3114 BESIRESRO UG

(1) RARELER | | -
#% #% 50.2 mg #) cinnamic acid ER FE P * REMEE K 50

mlL ° VF/éJm*T—F‘uﬂ:& | |

( 2 ) *% uct I&Xi
#& #% 50.6 mg Dehydroevodiamine /&7 F 85 ¥ » LA & #8508 50 mL
AR VEARBIER -

(3) WES

B EE TR BREARREER20mL, 6 mL, 4mL, 3mL, 2mL * & /v
ARZES cinnamicacid & 1mL * AP EHFEZE 25 mL * A LI
ZRAAETHEMSF  EANT0 L0 BEARR > RARSGE HFRE
& ° |

3-1-1.5 BHIE
BER 20 mL WEFTF » v 1mL Pq#riamﬁfi » LA EEM IR
Z225mL EAEEZRRE  Fl— RN E4H R (intraday) * FE X
48 2t EE #8752k (interday) °
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3-1-1.6 B E

BAE 025 g 2REMEKLT0% FEE Tml EARXIBEH » £F
BTEABHEER 15 48 B wibEF =R BAFEZIER
B AR EL60mE * BANANBELER 1mL ' RERMBEER
25 mL * BA 045 4 m JEEBEEBRER » BRI 10 L AN EH
ZR o REFHAEARTHE -

3117 2R EEBEMHEETH

B 0B g RERBHEK A 7mL 70 % FEEAFRTEAME
BHR 15 N4 B ER =k ZRERRBRAG  MARNZELE
B ImL > AEHAHEE 5mL > L 045 m EKBIE ' FAXEZ
WK BRIRI10 U LEAN EH =R REFMGMEBITHE -

3-1-1.8 A8 Bl 7 Bl & 7 57

I FPRABE 1g * A 7TmL 70% FEEAERA TR T EHMEH
HEERISH4 B E5=k 2O EREREPH  WAREE
L1mL B 70% FEMHREE 25 mL » & 045(m BEBE A X
FEZHR BREEA  AZREAXTFHoER -

3-1-2 & RXuiHH
3-1-21 RELGSE M
REBRE 4 3-1-1.4 ATl » AR WERFRARNBZLELOFZLLMA
(vy) AR E x> mgml) Z % FEFIRERS
Dehydroevodiamine - y=5.9814x + 0.2988 (r =0.9994)
s M E C 0.08096-0.8096 mg/mL
3-1-2.2 A ARAF 2@ FE

(1) BAM
LA it Lo EE AI—ANEREHLE
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& 75 R (intraday) & R F] X 483 € 48 75X R (interday) ° 7~ %) S 42 @A EL
BOR S MM/ NARE S @A, Ar, Peak-area ratio) R B 4% 5[5 31 5 2 48
HIEZEBERSD * L& 31 °

4% 3-1 dehydroevodiamine B3It

RSD(%)
- N Intraday Interday
- At Mt Ar Mt
dehydroevodiamine 0.48 0.99 2.37 0.91

(2) B %
AClRN2ENEM PHRER L ER40k 3-2 - BT
AF iz EEEAEE -

4% 3-2 dehydroevoduamine 4L %
foea mAEpg)  MEE(ug) & H % (96)

—;I_éhyd roevodiamine 9000 8938 99.3

3123 ZEXREHEETH
KB B3 4 3-1-1.7 Frik » K dehydroevodiamine F3{E - T 4
& ¢ 2490 (0.001 mg/g °

3-1-24 A A BIE T oM

R TEFBALMZERRA EATE=ZKR XK
dehydroevodiamine 34 {&(mg/g) (& 3-3) °

bR B GRER EM AR T

. REUG  2¥EEA40 AE30 2860 K£30 -

2. JEREL ¢ HEAF4.0 0 AEAE25 0 KN30 &HE10 £830° &
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el

%10 W25 -

£33MMABEETM
7y B % 4 dehydroevodiamine
AR R 5.81+0.006
#E 8 HK 1.995+0.007

Tt £wmFT Tk
3-2-1 BR324

3-2-1.1 5 &

1% 8 & (dehydroevodiamine) BATH &8 2 ¥ ¥ &3 » 4 IR,
PMR, CMR #v MS 3 7t 3% bb 3 X Bk #E 32 [10]& M A% 2 &b benzyltriethyl-
ammonium chloride i& 8 Merck(Darmstadt, Germany) ° #i & — & 4%
(sodium dihydrogenphosphate) 2k B Kanto(Tokyo, Japan) ° ¥ &%
(methanol)#= &, ¥ }t.(acetonitrile) & Mallinckrodt(Paris, KY, USA) # LC
BR B o B AR SR & 85 69 K BE -F 7K (deionized water)BR B Milli-Q
system(Millipore, Bedford, MA, USA) °

3-2-1.2 B E#i& S
o 2.2.1.2 FRT o

3-2-1.3 wmESHIEH |
Buffer - 90% 40mM NaH,PO, and 10% CH,CN
Run Time * 6 min
Voltage - 20KV

Injection mode - 2 sec hydrostatic
Temperature : 25.0-26.0°C

Pre-wash - 0.1IN NaOH 2min * H,O 2 min °* Buffer 2 min
Post-wash - 0.1N NaOH, min * H20 4 min

Detection wavelength + 254 nm
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3-2-1.4
BLHZET NIRRT

(1) AR RIER
#H01.0118 g 49 benzyltriethylammonium chloride /&% 50 mL &9
70% F BRI MR » LA RAR B SIBR(JS)

(2) ’f?ﬁiﬁﬂ%'&ﬁ e
# B dehydroevodiamine 42.3 mg * ¥A70% ¥ B28L 5% 10 mLAR 8 &
B o

(3) BMER
SR BREER025 05075115225 mLAEHHETF
BHAN0A MLRAZRELIER » LAT0% F EEKARBLR 5 mL 2%
AR o ML 3121 ZEmAESMEMSF  BREEEABRESH 0 R
HPEGEREIRER -

3-2-1.5 ¥ iR 2 38 ' M4 E

(1) & 3, ¥ (Reproducibility)
BRAER 1 mL REMPY » Ao 0.4 mL PR EBIER * L 70%
FEERMBESmL  FFAZZFZRR B—RARNEHE AR
(intraday) * & F] X 483t £ 48 7 K (interday) °

(2) B 4L & (Recovery)
HHBOSHEREHNEK A 7mL 70% FEEARAT S THIE
EWMI0504E » B REFR  EA=ZKR > 2FHERRE
$i% » o 15 mL AR ESBR » BANZEL20 mL
I 70% FEMHIEE2SmL » 045 MEREBE EAXEZ
Bk BREEE  ARREIRNZFHIHER -
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(3) 18 A% FR (Detection limit)
% 7 ‘/Fﬁ FARELEKR  ZEANMRB] 0 F F| signal/noise = 3/1 LA
'5"‘ H EANT &E— fg.f.%, E

3-2-1.6 ¥ 2 X FnH

BIOSHAEEHRER L TmL70% PEAEARAT S THER
R3O0, B0 MEAERR EE=X 2N ERZREPIE > fo
ARZEEZ20mL » X 70% FEMHFEZ25 mL » 8045 pmig KB
B AT EZWRE BREEHE AR ESZIFHoHER -

3-2-1.7 FBM BB & 27

WHARTRUBAERRAG15  #BH255 ° 4314 7TmL 70% F
ﬁf&ﬁi*ﬁixm_f:#‘%’%ﬁ-mfi()’\ y BEL 0 BRVE A FR _‘L?ﬁ.— X » A
R BEFREFHE > WARNZEL20mL * X 70% FEHFEZE25
ml * 48045 MEKBE > AL EZRR ' FRESMHE » ARRE
Sz aEE xR e

3-2-2 B RHEHW

3-2-21 WEHZE
KEERI A 3-2-14 ARk » A BEOHFFHENER &ﬁ:ﬁfﬁzbbﬁ
(v) SR E x * mg/ml) ZMt4  EBSFHRESRS ¢

y = 8.518x-0.0815 (r = 0.9991)
M E  0.2115-2.115 ¢ g/mL

3-2.2.2 G IEFZBEHTFRE
(1) AR
Ui oW iEtH 3 ibamEITE ST >

‘El

—~ RNEBEHEFH

280



JE 4 X K (intraday) & R F] & 483 €48 7 K (interday) © 2 %] 84
SR MAF AR E DA/ N2 E S B, Ar, Peak-area ratio) &
SRR E LA IR EB EZRSD) » R%& 34 o

& 34 SR Z BB

RSD(%)

-—-----.--l.l.--luh—--.-----q—-q--—------_---_---_----_“'

-------—-I'l'---—---r-——!'I'l'-------*—------—--———-----

 dehydroevodiamine  1.82 0.72 4.95 2.01

(2) B 4 &
T 4o p 4 E b %##ﬁﬁu%ﬁk dbdh 0 & R4k 35

& 35 Bk FERzpRER

ft44h lAE(ug)  MEEME =R FE(%)

'Dehydroevodiamine 300 289 96.3

(3) HERAEMR =
RS HERERER  UE@mE T oA R 0 A
signal/noise=3/1 XA F * 3+ B AL S- 4 2 18 & 15 8.46 (g/mL »

3-2-23 BEMHLZ oM
BAREZAS= B EREE=Kk RERS TFHHE- X
FHERXA 25532003 mg/g (F3H1E (2% £mg/g ; n=3) -

3-224 MMM EBZEEFNMH
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REETEEBSLZERE ERALEZR KREAYTTH
{8 (mg/g)(#k 3-6) °
R FEH B2 LR BRI 3-1-24 AT o

%k 3-6 2% % WH H E 74 R(meant SD, mg/g, n=3)

7 B 43 dehydroevodiamine
BER R 5.95(0.004
B HL 2.4(0.006

2 =8 HPLCH#LCE = tb#}

3-3-1 4#7 8§ [

UAETSBRE » CE6Y MR (6448) BHPLC (45448) &
140 ;) SERHPILCE ERAEZE > BCEA WA EER B A Y -

3-3-2 RBlAREEKBEH

BN EAGUBETHEESODERE R BibofT8 £ EKHFE
BASV A EBAEENHEF  CEWMEHER 2A8RREBH  AH
BB YRR HPLCH VPR LE > AR ST MZ ZR » FH#
BB o d B PR B o

LHPLCH AP »  FEMOSFMERAGAEALEZRAORALK

3-3-3 ¥R

W E & dehydroevodiamine R Y& I AR 2 BT 0 ok
3.7
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& 3-7 dehydroevodiamine %% W% 32 24 dr ¢

3 ] CE "HPLC
L R 326887 4956
#Heg 222280 7033

3-3-4 &3

CEFfvHPLCRE AR B ¥ Fik » 128K H4E& 5 » HPLC #h58
BRI EHERAS  CEG&SBAEMN (1) BRMBE ;
(2) HBRIREES : (3) BEFRFELYABRAYR %4
(1) TEGBANZRER ) (2) o¥EME ;s (3) s
Elgx K (4) 8B XBEHEKX: (5) A ARIEB: (6) AR
B0 (7) BHREEBZ -5 RENE > TR FENRS
Eﬁ’%%i%%%“

B~ &M F &l ephedrine 2 2 ¥ 24

RRBHETRAYEMZ - BENHEAERL  SAT R B
ERB AT~ AR % - B REN0]- RABE LR UM
FHF BB (ephedrineHCl) Z EERF[1]° SO L4 565
A TREASRBKRE TSGR - R EZIRREEZAL B F#
( Ephedracere ) #i4f ﬁﬂ?ﬁ% (Ephedra sinica Stapf) ~ K& (E.
equisetina Bunge ) R E 4654 B ik (ephedrine) Z B35 /B 4 63
Lty Rt R RReEA LTS OIER L2 wB 41 -

O

H—C—OH

H—C NH——CHs3

CHs3

B 4-1 fi s\ F 2L E B
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Hh J‘fi*ﬁ 7}}"!'

m

%6
4-1-1 T A4y

4-1-1.1 FEK %

1-ephedrine (EP)#& B Aldrich(Milwaukee, WIS, USA) » 1% £ &
benzyltriethylammonium chloride ¥ 8 Merck(Darmstadt, Germany) ° 4
B AfEEZ - SDSH B SIGMA ° K& Milli-Q System #h1t
(Millipore * Bedford * MA * 2#B) > YEAF R F %5 Far-UV &
(Mallinckrodt * KY * £H) -

4-1-1.2 i1k &
4o 2.1-1.2 FR 7= ©

4-1-2.3 HPLC 7 #7415 #F
WEEE R InertsilODS-2 * 5 4 m * 4.6 X 250 mm
#igh48 ° (A) H,O : CH,CN : SDS : H,PO4
=550mL : 450mL : 6g : 1mL
(B) CH,OH : H,0
=500 mL - 500 mL

HEITRAZR

BF fl (min) ik mL/min) A% B%  curve
initial 1.0 100 0 %

40 1.0 100 0 linear

45 1.0 o 05 linear

50 1.0 5 95 linear
BAKZ & 214 nm |

4-1-14 ZEZGTHRGYE
(1) W*T-Enuf&
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# 4% 100 mg & benzyltriethylammonium chloride &7 70% F &
P LEAREH R 100mL » A NZELIER -

(2) HFEBBER
% # 30.0 mg ephedrine &7 70% F &8 7 » A& #ELA 50 mL &
RAEABRELIBER -

(3) RESH
UREEFFHNBRBARERER 8mL, 5mL, 25mL, 1 mL, 0.5 mL » &
e N 3% & benzyltriethylammonium chloride /5% 2.5 mL * ¥A
70% FEHFEE 25 mL > A LR &ESH&MF » JEAN 10 4
L 3EAZRREPFHEAEERER -

4-1-15 BN

AR 10mL AEHRF > lwA 25 mL NiRFERBIER » A70% F
BEHEZE 25mL » FAX ZZHR  Bl— RN E4 7R (intraday) °
A B} R 4831 48 /XK (interday) °

4-1-1.6 B &

A% 006 g MR R L70% FEE20mLAEAEBER » & F
BT EREIE IR 15 248 0 HL40°C @RI HEE IR 20 4048 0 HR
FZERR  MABERFRO0S5mL » B ANEELIER 2.5
mL ’> AEHMHIEE 25 mL » BL 045 u m JBEBIEEBRR » BRI
10 u LiEAN » B4 =R REFIERITHE

4-1-1.7 Mim &M E B 54

W% 006 g MEHR A 20mL70 % FEATETFTEMPHL
B 15 448 B 40C BRMIFFE 20 448 » fv A 25mL AR E &
R AEMMHBEE 25 mL > £ 045 m EHKBE FAETEZR
R HRIAI0 uLEAN AR =R REFHEHEITHE
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4-1-1.8 A8l F Bl E & 5 #

BHMPEFB 10g U 20mL 70% FEARA TR T &M
RERI55548 0 AL 40 C @RMEHEER 20 24 WARBRERBZR
25mL * JA70% FEMHEE 25mL * £ 045 m EHBE FA X E
2R BREEE  AZREILGZFHYTHER

4-1-2 &R B E

4-1-21 HEHKHEHE
RESRIE N 4-1-14 Al » U RWEDGHARNBELOFEZ LA
(v) ESRE x » mg/ml) XMt EFEFRERS
ephedrine : y=7.2064x + 0.0307 (r = 0.9999)
M EE  0.012-0.192 mg/mL

4-1-2.2 5 A& Z 38 B SRS

(1) ARME

U TSI HETEET B —RANRBRKEHAT
5752k (intraday ) &R B X 4831 €48 75K (interday ) ° %A S & &
F5 tL A GR % B A/ M AZ R S ® 4, Ar, Peak-area ratio)R BRI F
RiaHiZE& £ (RSD) » L& 41 -

% 4-1 ephedrine & F 1
RSD(%)
et Intraday | TR P
Ar Mt Ar Mt
Ephedrine 0.5748 19969 13696  2.0990

(2) B %
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ACRBRTE2EHBEH PHRMERTRL > &Rk 4.2 - BT
AFHZEHEEEE -

% 4-2 ephedrine B J &

b4 A A F(ug) A Z ¥ (ng) =] 4 #(%)

Ephedrfne - 300 - 288 - 96 o

I L T T e, . o ST, e N 2 R P e et = P

4123 Mk B E I T
KB E474-1-1.7 Al > K ephedrine 3144 ©
XEHEERXAE 1 11.06(0636 (U g/g) °

4-1-2.4 18 M) Bl £ E 5
BRABELERE EHA X F =R KephedrineF 31 (u
g/glF 4-3)

‘— B2 LR B AR LT ¢ -
1. BAEBL %520 $820 5812 -6aF12 73812 K
$12 4B&%12 420 2K20 NE1.2 #&
1.2 H¥E 1.2 BRE20 EH1.2 B4r1.2 0 BHHE
12 B¥12 42812~
2. hERFGFEFG60 BE3.0 B30 HE3.0 #H4#3.0
2830 &mF¥3.0° 2%F30-
3. Ewgam i mu30 ¥R30'&254%1.8 418" & F1.8
BXx48  HRA{E3.0 HFE06 -
4. BEH CBRE5.0 0 40 F450 HELS -
5. NEGEE R4S 0 A%3.0 HE3.0 F4=3.0" A¥3.0
M#E30 MF1S5 BHE3.0 #E443.0 0530
4 890 -
6. ARG BR800 B30 4L E1.0 B w40 KE40>

il

ol
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HA3.0 HE20-

7. MEHEZH ME40 5440 %20 5F100 -

8. MLAEHZ: M¥40 5430 H¥20 £%14100 -

9. MEMFaFFH MmE40 > @F30  MF05~1.0

10. LBIBAI: BE2S5  ME25 ' MAE25 #2820 a4k
25 HEB25 0 AEE25 N E25BE1S 0 HE
1.5 -

11. 2EH RF40 54240 HE1.0 2820 #3550

BRF20°MAE20 -

& 4-3 48 F Bl & HH
""'“ % #| &4 __ Ephedrine
ER 14 39.56(0.509
N FREH 64.42(0.678
T % % 42.26(2.206
B 3 3 A BE
NER A i 8RR Wy B
BR % " 70.88(0.566
i H B 5 - 122.2(0.141
Tl R ) 52.33(0.141
frw M FlaF 5 121.43(0.989
B B 1 JUEL 51.55(1.910
B HHL 86.72(0.128

*Resolution K4 » L HEb i 3 E R -

B E&mt Bk
4-2-1 B &I 4o

4-2-1.1 T & b |
1-ephedrine (EP)# B Aldrich (Milwaukee, WIS, USA) - N2 # &
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benzyltriethylammonium chloride 8% 8 Merck(Darmstadt, Germany) °
Valine 3% B Merck(Darmstadt, Germany) ° &, 7K#% B Nacalai Tesque °
¥ &% (methanol) & Mallinckrodt(Paris, KY, USA) #J LC#& % - B ik
o RO B S & 8 & 3 T K (deionized water)BR B Milli-Q
system(Millipore, Bedford, MA, USA) °

4-2-12 EWIR B
4o 2.2-1.2 FR 7= °

4-2-1.3 B AE 5 #5 1AF -
~ Buffer : 10.0 mM Valine * £ 7K 3 £ pH=10.00
Run Time - 4 nun.
Voltage + 20KV |
Injection mode - 5 sec hydrostatic
Temperature : 24.0-25.0 C
Pre-wash - 0.1N NaOH 3min * H,0 3 min * Buffer 3 min
Post-wash + 0.1N NaOH 5 min * H,0O 5 min
Detection wavelength - 185 nm

4214 REBRBESZREARERESR
( 1 ) N % —‘%ﬂﬂ R
#5485 100 mg &9 benzyltriethylammonium chloride :?%*-7?’\ 70%
FEEF > A EHLEE A& 100 mL » 1 A RFRERDIER

(2) BELER
##% 30.0 mg ephedrine &7 70% ¥ B: ¥ » LAEHLEL AL 50
mngz?i ’VF%*T;EUH:&HE. .

(3) RES

UAREENHRIAZEER 8 mL, 5mL, 25 mL, 1 mL, 0.5
mL * &AW IEE S benzyltriethylammonium chloride %#&
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o5mL ' A 70% FEEMFZE 25 mL > A 4-2-13 2 AR AT
gk EHEMHZ R REFHERFRER -

4-2-15 HH iR 2B B
(2) & 3. M (Reproducibility)
BRE% 5mL REAMRT * A 25 mL RRERIER > K 70%
PRARRREES mL FALEIRR  A—RARER
7<=k (intraday) ’ & F] X 483+ £ 477K (interday) °

(3) B ¥ F (Recovery)
545006 5B EH K 0 R 20 mL 70% T EEERAEERT R
HEL 155048 » B 40°C WA FE R 20 78 BERRET
A 25mL R ERER  BARFEEL25mL » B 70%
WA E 25 mL ’ £2045(mBAEBE  FATTIMRK
HRESTHE Az kistz FHoHEX -

(4) 14 B 4% [ (Detection limit)
sﬁ*ﬁ HAEAZ R Bk 0 SEAER] 0 A 2| signal/noise = 3/1 A

*fﬁ-ziﬂ'iiﬁ(g& ©

1-2-16 B2 EFT T
450,06 SLAL A K > 24 20 mL 70% PERARA TR TR

154048 » HIL 40°C #HIFFEI 20 758 B EBURE P 0 AR
£ 2o5mL WA 70% FEMHEL2 mL ’ #£045 mBEHEE R
FE2IR BREEMHE AZREHZIPHTHER -

4-2-17 B F B ZEEAH
B ®UBE10% 0 R 20mL70% FEEREERTHIE

B 154048 » Bk 40°C MR 20 448 0 BERRE T oA P A%
£ 295 mL » A 70% FEAHFE2 mL » £045 (mEHKBE » A
TEBzR BREEE  BEZREHZTFHTHER
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4-2-2 & X H3tiR

4-221 RELZE%
KERIE D 4-2-1.4 FAiE r A REBHRRARELBHEZLE
(v) IESRE x ° mg/ml) Z M4 FRFRERS :

EP ©: y=9.889x + 0.0351 (r =10.9993)
M E 0120192 mg/mL

4-2-1.2 HHIERHFZ B E RIS
(2) AL
RS T HEFH SIS WBITEE  BI—RRAEREHR
¥ 4175 R (intraday) & R B K 483 48 7 R(interday) ° 43 34
dF 42 W AR LA (RS B /N E BB, Ar, Peak-area ratio) &
AR LA AR EBERSD) » Rk 44 -

& 4-4 TR BRLITS

RSD(%)

EP 1.67 0.69 2.32 2.09

(2) B %
AChopr2ENBHPImER 7L EFxvk 45° 6
R h  BEBTANEXBREMNSEE -
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k45 EWREBEZHREER

ibad)  mwAEQg) RHEEQRg BiFE(%)

EP 300 293 97.6

(3) 1845 R
R MERERER UL BT EHMARA » A P
signal/moise=3/1 A F » 31 HALA4 WA R EFEL » ok 4.6

A T
& 4-6 EPZAARAER (SIN=3)
Xz £P N

A RARIR (g/ml 12.0

4-2-2.3 B L2 5 |
BHEZtkt EBEXE=X KEPPH¥HE - THLE A :
EP * 16.97 (0.008 t g/g (F391E (2 £ £ 1 g/g » n=3) -

4-2-24 FA M BBl 2 & & 45

R+—HTEHBBLERR  EAXE=% LEPHHE (UL
g/g) (& 47)

b+ — U B LR B AR 4-1-24 -

* 4-7 B F BIEE W

7 ) 4 A ~ Ephedrine

A 38.36(0.127
NNFRF 63.01(0.555

€ " i 51.33(0.205

BT 5 60.40(1.669
IR A% 17.99(0.869

BB % 80.22(0.319
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B H A5
ﬁtﬁ %'H'f’ﬁ
ME M e ¥ i
B B IR AUBK
%5

¥ =% HPLCHCEZ tb#

4-3-1 4 #7 B ]

UAEBHREE  CE ¥ EFR (44

111.62(1.110
57.29(0.869
92.62(0.749
55.50(0.417
00.87(2.049

48 ) B HPLC (50448) &

4a  BBARAHPICE ERAEZE » BCESM A EHERBA EF o

4-3-2 1A R&E R E KGR E M

BARGAOBIYETETABTREAR Bt TB A% 02
BAEASTHFIEEXTHEE  CEWESAER  2A8B8B%58 > &

BB R AR HPLC A E YA & -

5 0 36 B PR ) 2]

HRBEHZ ER > A

HEHPILCH ¥ » FEEARMERGAEAAZRAGRE -

4-3-3 HIF A E

AT 2L HE 7] B ephedrine RAUVF AR BET > k48 ©

% 4-8 ephedrine & Y& ¥ 3 iR 3L

7
Rk
N E
%%

CE
232326
247207
215323
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BBH B 139253 5761

A EHE 84894 9541

& M da ¥ 35125321 8975
I FEREL 182310 9889

B BIERHBL 199425 9427

ki 137803 6273

NNR4 289043 *
BEEB 243280 6348
* 1 ROTEER Mo

4-3-4 &3

CEfHPLCR) AE &y ¥ Fik » 24 F L& 55 » HPLC $h5®
BEMUART o B EARS  CEHSEAY 1 (1) BRMAEEL ;
(2) HhaaBMREHSS : (3) METRIEHARBEADR £LA
(1) EaAEMNERE ) (2) sHERE S (3) ok
A&k (4) SEaXEERA: (5) pHAassis: (6) Bk
Y (7)) BHREBS - £E6FE0ME% YESKWK I EHAE
E rﬁ?i%ﬁfﬁ ?

{& ~ 4By C. # B sinomenine Z & & 2 #r

FLATATEMZ—  WRAFENNATD » P EHRAL
REHABFIAK BT ELS B X4KE - R - k-~ MR
FH ~BBHRRE BRAM - FRERAE - LB SASHLEY
i * B P sinomenine A 458 F o B F/ERA[12] - b2 &EE A w0 E5-1 -
BRI ABHEE % o |
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B 5-1 sinomenine Z 1t % & 35 R,
Z— 8 SALAERABE AT
5-1-1 H & 3f 7

5-1-1.1 58

Z £ % (sinomenine) BB A L#EKHIT ¥ - SDSAE B SIGMA - &
GEEEE AR B B - K& Milli-Q System &4t (Millipore * Bedford °
MA™ £B) FEAF R FLHA Far-UV & Mallinckrodt * KY * %
B) -

5-1-1.2 BER1IR S
do 2.1-1.2 7% o

5-1-1.3 HPLC %-#7 1§ 1%
aEET A
meia (A K RFK : SDS ¢ BEE
= 680mL : 320mL - 2g - 0.5g
(B) H,0 ‘ CH;0H
= 500mL : 500mL
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B PR

My Akmlmin) A% B% cre
initial 1.0 100 0 *
55 1.0 100 0 liriear
60 10 5 95 linear
65 1.0 5 95 linear

AB&KE ° 260 nm

51-14 2 & L TR UMHE
( 1 ) m *‘T‘ -E oz J’-‘ﬁ‘
¥ %% 265.0 mg & benzyltriethylammonium chloride & 77K

':P » LA %'ﬁﬁ.ﬁﬂﬁk 25@{5& ? ’VF%P‘H% unrﬁ-!“fi

(2) *T—‘Eﬂﬂf&
45 #% 5.2 mg sinomenine .»a-ﬁ"’?O%?ﬁ?"l’ ? Mi#ﬁ.ﬁtﬁi 10 mL

B AFBARE IER

(3) mESH
DREESHBRBAZE AR 06 mL, 0.8 mL, 1.0 mL, 1.2 mL,

1.4 mL, 1.8 mL * &AW E & benzyltriethylammonium
chloride /&% 08 mL * L70% FEE#MHFZE S5 mL » AL Z
BAAESWARSE SEAN10 L BEARR REFIHHEY

R E SR

5-1-1.5 AHMH
BAZERZ 14mL AEHYP » oA 0.8 mL RIRE AR » AT70%

PEABEZSmL FAXEZHRE S Bl—RXRA EHR 5K (intraday) °
R ] & 483 € 48 7S 2R (interday) °

5-1-1.6 B R
BiE 05 g TR > X T70% FEE 1I0mL EARBUER » £ F
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e TEAILHRI 30 048 ER =k WA Z X808 @R
BRIREZI > L OINHCI3mL 542 » e ARELER 04mL * &
AOANPRIREHER 08mL » AEMMBFEZE 5mL > M 045 £ m B &B
RAEARRKR  BRIX 10 uLEAN EH =k REF MG @153
jﬁ_ 0

5-1-17 BT ¥ M EZE4H

MR 0S5 g FTMR A 10mL 70 % FEAT S FEHMENR
B30 04 ER=R WAAZERE > O AGEEEEY
HIXOINHCI3mL %% > WwARBELER 08mL * ABRAHEE
SmL '8 045 um B&EAE AT EZHE » R 10 uL &
A EFEZR RAFMMERTHE

5-1-1.8 Ha M H B £ & o4

WA RENBNKEFE20g * L 10mL 70% FPELRRAE TS
DABHERIONE > FAZ R HERRROKRERAHE
% B O0INHCI3mL (54 » WmANZEEZ0SmL » R 70% T EMH
HES5mL » 8045m RLKEBE » AR EZHRE  BREGHE A
ZREHZFHYGHESR

5-1-2 & R i34

5-1-21 HRELHUH
KRR 5-1-14 Al ) U BRUEOHENRELBHFZ LA
(v) SUESHRAE (x> mg/mL) Z M4 > BB HRELS -
sinomenine - y = 6.4591x + 0.0573 (r = 0.9999)
S E ¢ 0.06240.1872mg/mL

5-1-2.2 5 #4542 8 'MW RE
(1) BB
NRAEN T AT H SIS MBTET  BA—RANEE T
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#EST N R (intraday ) R R B R 4831 48 /K (interday ) °
SR ELE mALE (REDH/NEE LB, Ar, Peak-
area ratio ) R B ARt B EABHE £/ ZE (RSD) » &K 5-

1 o
% 5-1 sinomenine B3Rt
RSD(%)
f6-4n Intraday Interday
""" Ar Mt Ar Mt
Sinomenine 0.9488 0.5978 1.0406 1.1024
(2) B

LR TENEM P HhoR ot Riwk 52 - B3
WAT kL EREEARE

% 5-2 sinomenine B J #

o4 e A8 (1g) ] £ & (ug) =ik % (%)

Sinomenine 208 199 95.6

5-1-2.3 B T84 € & 5 #
R E B34 5-1-1.7 A7l > 5K sinomenine T3 - £ & XA !
75.25 (0.054 mg/g °

5-1-2.4 A8 7 Bl & & 54
RTES Bk ZRRK > EA X EZK Ksinomenine F34
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& (mg/g) (& 5-3) °

b Bl SR EM R T
NEE R 450 A% 30 HHE 30 430 FLE 30
EE 30 HE 30 MF 15 BT 30 HEE 30 NT 30 48

w790 e

#&5-3BHMF B EE 5
7 4 44 | Sinomenine
N A {8 79 A% TR *

*FRM RAEMH
¥ o8 L@fTk
5-2-1 K a3t

5-2-1.1 TR #E S

& 4 (sinomenine) A K LE BT ¥ - NEE T
benzyltriethylammonium chloride 8 8 Merck(Darmstadt, Germany) » B
595 8 ACROS ~ BBL 8§ — 440 A A48 T ¥ - Maleic acid 8 & fo &
W % o ¥ B (methanol)fv #§ F H.(acetonitrile) & Mallinckrodt(Paris, KY,
USA) 89 LC & & - Bo Ak 5 R 48 18775 7 &) & 88 F K (deionized water)
B 8 Milli-Q system(Millipore, Bedford, MA, USA) °

5-2-1.2 E 1k %
o 2.2.12 A o £4a % E80cm °

5-2-1.3 A& S H i MH
Butfer - 25mM Na,HPO, and 4mM Maleic acid and 5%CH,CN
Run Time - 7 min
Voltage - 20 KV
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Injection mode - 5 sec hydrostatic
Temperature + 24.0-25.0 C
Pre-wash * 0.1N NaOH 3 min * H20 3 min * Buffer 3 min

Post-wash - 0.1N NaOH 5 min * H20 5 min
Detection wavelength - 254 nm

5214 YR ELBERRUERES
(1) ARESER
#£H 265.0 mg 49 benzyltriethylammonium chloride /&#* 25 mL
) KIBER » BBARFERBER IS -

(2) BEZHR -
#£H sinomenine 5.2 mg * A 70% YT BF82 A% 10 mL 4% % oL &
T o

(3) RER
SR BRB%0.4~060810>14 18 mLAEHMF °
ZMA08 mLAZEELFER * R70% F BE/KERELAR 5 mL
BRLER - A 5121 ZREFHIES  FREEH=X
4 MAFMARNHFRER -

5-2-1.5 ¥k tEZ il E MRS
(2) H 3 (Reproducibility)
RAZR 1 mL AEHRT » A 0SmLABERER » M 70%
PEEARMEES ML AT EZIRR ' Bl —RAETHAK
(intraday) * & B] X 4831 48 7SR (interday) °

(3) B W # (Recovery)
HAEOSFHTHE K A 10mL70% FEEARAT R THRHER
R30%54 FX=XR BERRBEREEZS ' H 01N
HCl 3mL:E#A » A 04 mL AR FESEFR * BAhARRES
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08 mL * & 70% FEEMIEZES mL » £0.45 pmig 4K:BJE  1F
HEEEFZHR BREEHE  BEZREHZFHFTHER -

(4) 18 iR 4% FR (Detection limit)
BT HERELIBR > EANMRB] » B ¥| signal/noise = 3/1 LA
Fra#aEINERAERE -

5-2-1.6 #HZEE 5

A0S AT AR * L 10mL 70% FTEARETR THFZR
3074 ER =Rk BERRZRERREEHL  HUL01NHCI3mL &
Ao L 70% FEEMEESmL » £045 mEAKRE  FAZEZM
R BRXREER  AZREIHZFHIEER -

5-2-1.7 ABMEBZEE 5

WAETRYBNEGTFE 20 30 4K 10 mL 70% T EERL
T THAEERIOTE EA=2 BEBUREREHSEIL » FHIA
0.IN HC1 3 mL /% » mARAZEREDL 08 mL * XL 70% FEMHFEES
mL * 48045 mEHKBE » FAHLTEZRR BREEME X HEZRE
HZFHyHER -

5-2-1 # X #3134

5-2-2.1 M T HZ HAF
EKERIEN 5214 Arill » ARWERHRARNEELBF LA
() SUEATRE (x * mg/m) Z Mtk - FEBHREILS
sinomenine « y = 10.703x-0.0029 ( r = 0.9991)
&0 85, - 0.0416-0.1872 mg/mL
5-2-2.2 ¥R AF 238 B RS

(2) B3
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R TR HEICAMETEE - ARELEHE
%t 75 R(intraday) R R B] R 4831 E 48 75 R (interday) © 4~ 5] L& 4% & #4 L
1 (G % o F5 /P94 2 b @ #, Ar, Peak-area ratio) & 3% #5 8% ] 2+ H 2 48
HZEBERSD) » %k 54 -

& 54 oW EHAZBRNTE

RSD(%)

1L &4 Intraday Interday

A S EE - O O O S S S S S S O S o e T T O O T T O T O S T O T G EE S R O R e ey e e e

T

“sinomenine 0.68 0.92 2.38 1.78

(2) B i &
Bl 2 BB PR ER Tt EFwEk55 -

% 55 I ERZARER

L& fe A& (ug) B F(ug) 5] 4% %(%)

sinomenine 208 201 96.6

(3) FARAZEMR
BT HRELELBAR  REtmaBT TAMAR » &
signal/noise=3/1 AT * # HAL 4 M= AR &4 7.8 (g/mL °

5-2-2.3 Bk BZ M

BT Ziha EHEEET =K KsinomenineF35 - T €& F
# 1 75.25(0.054 mg/g (F391E (12 E £ mg/g ' n=3)°
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5-2-2.4 48 M ® B2 £ F 547
RTERB K FHRBZERR EAXITZR X
sinomenine 391 (mg/g) (& 56) °

% 56 40 EBHEEEF 4 E(mean + SD, mg/g, n=3)
X Bl 4 # Sinomenine
N TR AR 8 R AR PR *
*FARN - BIEHHE o

¥ =& HPLCHCEXZ L8
5-3-1 4 #7 85 F]

UAFTERE > CEANHER (7448) BRHPLC (65438 ) R
Bh4d ; EARHPLCR B AEE » BCESM A EERA BB H T -

5-3-2 ARk kAKX KEB LM

WA RAGHB T ENTERE A BibiofTE A K 60K
BASMFEAAXENEE - CEHAEHER S HRKREAE AR
AP AR HPLCH AP S BARKEH#BZIEZE AR
B o §0 B PR B e

LAHPLCH =P » FEMHERGALRBSOARLK -

5-3-3 A HF

7%k % T & sinomenine BWHF &Y ILHRBBET » WwR5-T °
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& 5-7 sinomenine R J & 3 35 1k B
A CE HPLC

3-3-4 3@

CEFHPLCR AF KW F &k 4% RH4E65 » HPLC 8
BEMMUARKR > EHERAS  CEMEIAN (1) BRANBEKE .
(2) HaBRBRBRERS ) (3) BEFRIELATRAASL 84
(1) FRAEMNERER D (2) o#HFRE; (3) a#hE
Bk (4) e XEBEM AR (5) ¥ A48 (6) BE&
0 (7) BHREBZ - L6 RENEL YELSW R
AL IS SEF ¥ R

e~ HRGZEEIH
HEBESZUEBNBEREY  ENFENL - ZFELFH - HEH
%

FHZeB - B - RE AR AR -HE B -AF-F
8% B FiE R R[13] °

I?.‘l-

6-1. B B :F 2 £ aE T kp

6-1-1.1 BEx#& &

Albiflorin (AF)A& paeoniflorin (PAF) * 788 &G % - H 2853542 %
4~ wogoin 7-O-glucuronide (WG) * oroxylin A 7-O-glucuronide (OG) -
wogonin (W) * #voroxylin A (O) * 78 8 w X %4 - L ELLL
Ih 88 AR AR) ~ B £ IREAH-NMR ~ 13C-NMR) & H 3 1% (Mass)$&
& ° Coptisine(COP) * sennoside A(SA) * sennoside B(SB) * #v baicalin
(BG)#% B Yoneyama (Osaka,Japan) ° Berberine (BER) * palmatine (PAL)
B 58 &M B sodium cholate (SC) & sodium dodecyl sulfate (SDS) i B
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Sigma (St. Louis, MO, USA) ° Glycyrrhizin (GLY) # & Kasei
(Tokyo,Japan) ° Cinnamic acid (CA)& P % # & naringin hydrate (IS) &
Aldrich ( Milwaukee, WIS, USA) £ - #& 44 (sodium borate) » 7K
(ammonia solution * 28%) % Nacalai Tesque (Kyoto, Japan) & % - &}
B& — 8, #4(sodium dihydrogenphosphate) #& 8 Kanto (Tokyo, Japan) ° F
8% (methanol) #v & ¥ tt(acetonitrile) & LC #& 3K & Mallinckrodt (Paris,
KY, USA) ° fic ® 1k & R & 185 /5 & %) % 3 T 7K(deionized water) 14 £&
Milli-Q system (Millipore, Bedford, MA, USA)&: At °

6-1-1.2 BEBAESB
£ 4aE Ek & # ° Hewkett Packard (HP3D CE)
B% 8% ] 4% ( pH meter ) © Suntex SP-2200
#E-2#% © Hettich Universal * #8483 10ml X 12

6-1-1.3 ¥ 4%&4F
EmERERANIE 110 cm X 75 ym LD. (Polymicro Technologies,
Phoenix, AZ, USA) * £ 188 £ 101.5cm °
MG C UR S 50 mbar iEA FEETFK 2 £ BHRE
R 771 50 mbar JE5H4E 56 2 £ o
BAEER | 20KV(ER)» BiEtED] AR -
BE25C
HR% & ° 230 nm & 275 nm ©
wAE AR | B 8E R A 20mM Na,B,0, * 40mM SG » 4 &
R 5 H7 AT PAS0mbr 7ZE AN #. F 2 15%> (A G-MEKC
k) » 4847 Bl B 70 min e
LB WEERN - BFRXERM¥E > 2L 05 M NaOH 5 444 » 0.1
M NaOH 5 448 » £3TFK5 p 48U R EHE
R 5 e L E 0 A4 A A 50mbar
BRAZIANAFIRISH » BT Eh0E - £
FRESTHE  FTRE@EF R 0.1 M NaOH
3 u4E 0 FEEFKI N4 -
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6-1-2 & X Hit3E

6-1-2-2.1 M E K
UBRNEGHRANEELBHZLAY) REHLBEE x ° mg/ml)
Z 4 B RERS

COP : y=21324x+0.0718 (r =0.9986)
st $eE ¢ 0.033-0.164 mg/ml

BER : y=3.1453x + 0.3339 (1 =0.9969)
S E  0.090-0.904 mg/ml

EPI : y=0.9995x + 0.0308 (r =0.9969)
$tEEE ¢ 0.027-0.272 mg/ml

PAL : y=0.7986x + 0.0034 (r =0.9999)
s M E © 0.050-0.504 mg/ml

SA ! y=4.7675x + 0.0057 (r =0.9992)
SMHE - 0.0096-0.0963 mg/ml

AF : y=9.4841x + 0.0078 (r = 0.9995)
B 0 0.024-0.240 mg/ml

PF - y=55501x—0.1022 (r =10.9971)
S E © 0.070-0.696 mg/ml

O : y=20.051x—0.0052 (r =10.9999)
KMEEE ¢ 0.016-0.160 mg/ml

W : y=11.175x + 0.0166 (r = 1.0000)
&8 E ¢ 0.053-0.528 mg/ml

SB : y=4.3833x +0.1651 (r =0.9997)
KM E : 0.0060-0.0620 mg/ml

BG @ y=3.5514x — 0.0057 (r =0.9979)
M E  0.280-2.800 mg/ml

OG : y=3.9918x +0.0423 (r =0.9997)
M E ¢ 0.035-0.352 mg/ml

WG : y=2.8816x +0.0619 (r =0.9996)
sHEE : 0.062-0.624 mg/ml
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RH @ y=2.2344x +0.1274 (r =0.9976)
SMHEE : 0.010-0.096 mg/ml

B : y=16.526x—0.4136 (r =0.9995)
SMHE : 0.039-0.392 mg/ml

GLY : y=2.3313x+0.0941 (r =0.9995)
st $eE : 0.009-0.088 mg/ml

CA @ y=1.2321x+0.0439 (r =0.9987)
gL E ¢ 0.052-0.520mg/ml

6-1-2.3 Bl FE S H R M
(1) H 3
URAE S A H SO BT EE A—RNEHREH
A 5] 75 R(intraday) X R B] R 485 & 48 s R (interday) ° 4~ %] 24
RIVEEABRBEFH T E A a2 R 48 £ RSD) » 40 F %6-
1 AT

%61 HEZZEWRRBRMIRG
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%6-1 HHFZEMERBRAMNLTG

______ AR

{44 @k Intraday RSD(%) Interday RSD(%)
%) 38 # i 4% A8 H E 45
& F4 B Fal & A B P
COP 986 103 135 112 127
BER 998 105 142 114 157
EPI 967 112 133 123 129
PAL 983 095 125 105 133
SA 98.1 098  1.02 104  1.14
AF 1012 156  1.63 175  1.88
PF 1008 163 174 188 195
0 992 102 115  1.23 1.34
W 9.6 1.3 122 125 148
SB 983 099 103 119 128
BG 979 115 121 121 139
OG 968 163 18 194 203
WG 956 122 136 153 157
RH 951 189 196 197  2.13
B 986 096 103 121 125
GLY 961 156 167 185  1.96
CA 958 175 188 195 2.l

— M E  BRMHERSD%) R EANH2 RBBRALRFZE
B ERY > b&R6-1PEETE BT A8
A BFOBAMLEBFHABRAMNET  BAHTHRERT o
MEKC &9 3247 » £ B R385 > HE R — B o EHBER
Bk AL 0 AR EOF B R &Y s/ 8 » Mk & Rir BB at
B HBLEHARAMN-
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B) K BEFH T » intra-day 89 H B % tbinter-day £1% * 12
Ak BB BgMEKCH#MER  HEEH TR
O R A 5 4w 0 intra-day 89 F B L Blinter-day FF £ 8 & >

BAOMERRNROWLEREEHAEIAN ATRATEXE
XA EITH AR K -

C BoaHr&E7004 LT NABHER > HBHER 2
Bt ta T RMMmEBEE R, HTEFRIARBS0 558
%o BPHBALAE BNBS - RRARIFEBHHAK
Bk 0 509484 8B - GLY ~ CAZRSD(%)'&% A#2 » B3R
M E -

(2) B &

AR TLENF BT RSt ER0K61 R
T EPI ~ OG ~ WG ~ RH ~ GLY #v CA 2% » &l o B E
¥l 97% AL BN EPI#v RH B &mn T MERERS
AR R > Bsb o T @ 5 H R ENBRE
OGRWGRRMEL185 » RERUEREN » —Fioéhd R
BHEBRRE > REHH - £ GLYRCAR B 4 #7 85 i
Bk AERE ZHERMTHHREL -

6-1-2.3 H B K b Z 5 #7

MYBEZB S B ERXEE=R K&RuT3HE- X
B4 524 COP '’ 1.206 (0.031 7 BER » 5.751 ( 0.318 ; EPI * 1.199 (
0.186 ; PAL ’ 3.297 ( 0.419 5 SA * 0.284 ( 0.139 ; AF » 1.217 (
0.124 ; PF * 4.803 ( 0.419 5 O » 0.157 ( 0.130 + W * 0.346 ( 0.128 >
SB * 0.392 ( 0.08 5 BG * 5.822( 0.521 s OG * 2.418 ( 0.334 » WG °
3.284 (0355 ; RH » 0672 ( 0.135 ; B » 1.362 ( 0.214 ; GLY * 0.487(
0.206 » CA » 0983 (0.152 mg/g (mean (SD * n=3) °
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6-2. 5] B G2 SRR
6-2-1 § B &R 45

6-2-1.1 % &

Gallic acid (GA) A benzoic acid (BA) 8 8 Merck ( Darmstadt,
Germany) ° Pentagalloylglucose(PG) * benzoylalbiflorin(BAF)#»
oxypaeoniflorin (OPF) * 4 # 8 % ° Aleo-emodin (AEM) & emodin
(EM) % B Yoneyama (Osaka Japan ) © Columbamine(COL) & jatrorrhizin
(JAR) ## B =& R 1% - #5488 — & 4F (potassium dihydrogenphosphate)
%% B Kanto (Tokyo, Japan) ° PI#%# & naringin hydrate & Aldrich
(Milwaukee, WIS, USA) X% - F & (methanol) #v £ F }% (acetonitrile)
#Z LC# A % Mallinckrodt (Paris, KY, USA) - Be# #f L R A $taeh &
## -F 7K (deionized water)BR B Milli-Q system (Millipore, Bedford, MA.
USA) -

6-2-1.2 TEA S
% ° Shimadzu LC-10AD # {2
A 53 © Rheodyne Type 7125 (20 (1 loop)
M EHAB4EH] % © Shimadzu CBM-10A communication bus module
R & ° Shimadzu SPD-M10A photodiode array detector
& # e % ¢ Shimadzu CLASS-LC10
% %486 DX2-66 & hi%
EX &% B %€ 1% ( pH meter ) © Suntex SP-2200
8.0 © Hettich Universal > H 38 A 10 mIx12

6-2-1.3 H-#7 & 1F
Al E £ 4 | Nova-Pak silica (Millipore, Milford, MA, USA)
7 E 4 1 Cosmosil 5C18-MS, 5 m, 25cmx4.6mm (Nacalai tesque,
Kyoto, Japan)
mEA8 1 (A)30mM Z B8 8% = §.47 © 2L 0.01% &8 A & pH=3.25
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(B) H20/CHSCN = 20/80 (V/V)

B P R A2
%62 HBFSMIEZHETRER
AR .
B Rj(min) (@mlmin) A% B%  Curve
initial 0.9 95 5

O 0.9 78 22 linear
18 0.9 Wiy 25 linear
25 0.9 70 30 Iinear
35 0.9 65 35 linear
40 0.9 60 40 linear
45 0.9 45 59 linear
DO 0.9 40 60 linear
60 0.9 0 100 linear
70 0.9 0 100 linear

D EFR] 70 H4E -

AR & :

230nm (£ & GA * SB* PF* FA *» BA * IS COL *» COP
JAR * EPI * PAL * BER * CA * BAF * RH * EM)

275nm (£ & OPF » AF» SA PG *BG B 0G ' WG -
GLY * AEM * W ' O)

6-2-2.1 WE&H
ARUE DHANRES DRI LB RERPRE (x
mg/ml) Z M4 FEFHRERS :

GA ' y=9.1241x-0.0213 (r =0.9996)
SMEHE  0.0045-0.0456 mg/ml
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OPF @ y=5.1437 x + 0.0362 (r =10.9999)
s M$.E ¢ 0.0061-0.0608 mg/ml

AF © y=3.6992 x — 0.0087 (r =10.9998)
s PEE © 0.0062-0.0624 mg/ml

SB : y=7.1245x +0.0034 (r =0.9999)
s M $5E © 0.0062-0.0624 mg/ml

PF @ y=5.1275x + 0.0047 (r =0.9997)
s PESE ¢ 0.0696-0.6961 mg/ml

FA @ y=4.2263x-0.0175 (r =0.9996)
&4 .8  0.0150-0.1496 mg/ml

SA : y=9.6451x - 0.0242 (r = 0.9996)
& P$E ¢ 0.0098-0.0984 mg/ml

PG - y=10.143x +0.0432 (r = 0.9999)
M3 E : 0.0121-0.1208 mg/ml

BA : y=19.799 x + 0.0245 (r = 1.0000)
M E  0.0054-0.0544mg/ml

BG : y=25.1170x - 0.0171 (r =0.9997)
s E ¢ 0.0522-0.5224 mg/ml

COL : y=12.7710x - 0.0237 (r =0.9999)
L3 E - 0.0058-0.0576 mg/ml

COP : y=13.9270x +0.0163 (r =0.9997)
&M E © 0.0082-0.0824 mg/ml

JAR ' y= 9.0626 x — 0.0169 (r =0.9993)
MEE ° 0.0134-0.1344 mg/ml

EPI @ y= 7.0464 x + 0.0284 (r = 0.9996)
S MESE © 0.0100-0.1000 mg/ml

OG '@ y=23.2920x-0.0236 (r =0.9998)
415 E © 0.0161-0.1608 mg/ml

WG : y= 13.6480 x + 0.0091 (r =0.9997)
LB 0.0362-0.3624 mg/ml

PAL : y=26.6780x +0.0239 (r =0.9998)
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SMSE ¢ 0.0050-0.0504 mg/ml
BER @ y= 13.4610x—0.0221 (r =0.9999)
S PEEE ¢ 0.0405-0.4048 mg/ml
CA ' y= 16.5470x — 0.0151 (r =0.9998)

&M E © 0.0086-0.0864 mg/ml
BAF @ y= 8.8741 x—0.0111 (r =0.9997)

SMH3E : 0.0071-0.0712 mg/ml
GLY - y= 114460 x + 0.0191 (r =0.9999)

88 © 0.0101-0.1008 mg/ml
B : y=38.8510x +0.0861 (r =0.9998)

SHEEE  0.0110-0.1104 mg/ml
RH : y= 127780 x + 0.0165 (r =0.9999)

SMHEE ¢ 0.0085-0.0848 mg/ml
AEM : y= 23.6430x - 0.0652 (r =0.9997)

s MEFE © 0.0083-0.0832 mg/ml
W : y=46.7620 x + 0.0065 (r =0.9998)

LM EE ° 0.0086-0.0856 mg/ml
O : y=37.6770x - 0.0223 (r = 1.0000)

S ¢ 0.0084-0.0841 mg/ml
EM : y= 12.8720x - 0.0121 (r =0.9998)

BHESEE © 0.0084-0.0841 mg/ml

6-2-2.2 EIE R BIFM
1) HHRME
UDERE T FEAHHELEHETEE A RANELEH
X &1 7% R(intraday) B & [B) X 483+ & 45 75 R(interday) ¢ % 5] B
RWFDFREBZGEHAEBHEERBERSD ' %)’ %
6-3°GA TA—E#AR=ZERELA  HUNTHKRARERA
$0% > Bt RSD 16 - PGS A MEEBEL » 5 BELMME X
BEFEVMEANRENEREHESLE  BERARUWER
R BHgF G sHE kK  RSDE#RS -
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LG ARF T > R A RO ESN1.61-2322 4 >
wEER S TS - EEACOL ~ COP ~ JAR * EPI R & #
R BITAAMTRSE S FREEARERNAG L1408 Ry
£ SR ERIEZ BRMERE -

2) B
LR T ENNBRGRBBARY R MmERTHE B
o 6-3 © A EW R 4£953103.1% ZFd -

(3) 18 BIAE &
R HBERERBER  EAMFR » B2 signal/noise = 3/1 ¥A
T ATHIAEOMABARR S REK 64 EEAES 100
ul » M tlow cell = 10 mm -

%63 HBESMIMMEHZEORERBRLETE

S ARE
Le4h Wk !gt_r_a.;d_% }{-SI-)(%) - -In-tet-'cia)-f - RéD(;A) N
Gt #%  @m &8
(%)
o - B HF
GA 08.6 1.82 1.85 2.53 2.45
OPF 99.2 0.81 0.73 1.98 ().89
AF 100.3 1.32 1.31 1.18 1.46
SB 1009 223  1.81 232 207
PF 101.6 1.56 1.58 2.08 1.67
FA 08.1 1.42 1.24 2.15 1.86
SA 97.7 1.82 1.67 2.23 1.95
PG 08.4 2.32 1.74 243 2.15
BA 95.3 1.64 1.27 1.83 1.72
BG 99.7 1.18 0.87 1.51 1.45
COL 97.8 243 2.01 2.65 2.18
COPpP 102.3 2.22 1.92 2.98 2.45
JAR 08.5 2.62 2.37 3.56 2.52



R R

EPI
0G
WG
PAL
BER
CA
BAF
GLY
B
RH

AEM

W
O
EM

98.3
100.1
97.1
98.3
99.6
101.5
103.1
99.2
97.2
96.5
97.1
99.1
102.5
102.9

2.28
0.94
0.22
1.52
1.14
1.45
0.38
1.38
1.24
1.12
1.83
1.33
1.37
1.36

%64 HBGIEE

Ik

ng

1.84
0.61
0.64
1.18
0.85
1.26
0.84
123
.16
0.86
1.26
1.88
1.93
1.25

2.42
1.25
0.74
1.64
1.78
2.62
0.76
2.31
1.93
1.91
2.58
1.65
1.66
2.52

1.95
1.14
0.78
1.43
1.23
1.85
0.92
1.74
1.38
1.63
2.07
1.24
2.27
2.19

MRAZAABBRR (S/IN=23)

1.14 156 2.18 095 221 036 1.02 236 2.0l

GA OPF AF SB PF FA SA PG BA BG

1.81

ug/ml 0.11 0.16 022 0.10 022 0.04 0.10 024 020 0.18

ng

COL COP JAR EPI OG WG PAL BER CA

1.88 1.64 1.82 158 136 1.78 1.36 1.26 0.63

pug/ml 0.19 0.16 0.18 0.16 0.14 0.18 0.14 0.13 0.06
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BAF GLY B RH W O EM

ng 285 121 095 1.21 0.59 0.82 0.93

ug/mt 029 0.12 0.10 0.12 0.06 0.08 0.09

6-2-2.3 R B8 2 5

OB ZIHS=H EEBELE=ZR KER»FHE- &
FEXA°GA 051(002 ; OPF » 046 (0.04 5 AF » 1.36 (0.21 ;
SB * 0.36 ( 0.02 : PF » 467 (0.31 ; FA » 0.52 ( 0.05 5 SA * 0.28(
0.03 : PG 1.88(0.08 : BA " 0.32(0.02 ;s BG '’ 6.14 ( 0.35
COL » 0.36(0.14 : COP °» 1.19(0.16 5 JAR * 0.45(0.14 ; EPI » 1.13
(012 5 OG » 236 (022 ; PAL *» 0.27 (0.03 ; WG * 3.28 ( 025
BER * 5.66 (0.24 : CA > 0.25 (0.03 ; BAF * 0.21 (0.02 5 GLY °
0.44(0.02' > B 1.34 (0.17 : RH * 0.68 (0.05 ; AEM * 0.38 ( 0.03
W 035(0.04 : O 0.28(0.03 ; EM * 0.27 (0.02 mg/g (F3¥414 (42
® % > mg/g » n=3)°

R~ 2F LR

[1] B18F - #8880 (BEPERH) 56-59A ' BAZTHER
A 0 24k v 1988

[2] B ¥ %74 » Shoyakugaku Zasshi * 42 {4) (1987)282 -

B3] *RAE > BILERGRERAPZLEARAMALIHX > £
1991 -

[4] NRRBRE > “FoB@AE"> 0492 FEEH » 446 (1969) -

[5]1 Rbde » FRME > “PHBAFFHY p 8 BAHIRAE » 44t
(1980) -

6] RAF1= > “"TEHRLAHA" D578 #REZAH» &4t
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(1979) -
[7] #1288 X Z > “@FEBEABRAE" p36l » EF HRAE
Sé (1977)

[8] Y. Asahina, J.pharm.Soc.Japan, 503, 1 (1924); Chem Abstr. 18, 1667
(1924).

[9] Y. Asahina and T.Ohta, J. Pharm. Soc. Japan 530, 293 (1926) ; Chem.
Abstr. 21, 2134 (1927).

(10T BRAEERARERTFT O  ARAETEHRBEE pp.1051-1055,
ELEE R, &3t (1974)

[(1FRE : TRATRZEE I, p6 Ba+BHERHMAEAM, &4t
(1970)

[12]13F2FR ~ R T8 - TPEE ~ FB1E -RELXT -REE (AR
ME) 541542 8 B2 B k4t 0 £db 0 1985 -

[1313F58R ~ B4 > (FHREFBREMA) 331337 ' MBEEIR
i > & dk » 1985 o

P~ ZEERIER

. ZHHERAFLREET BHPLCEHCERMER NP & 4547 >
EEBELE REBEEER  HIYBRUBTEHETRAR

2. HPLCHR B BB ER AR AT RS- HAETRAEE  LEAA
AeE (EWsH) RIIFEFREEZAIHELELRE

3. AHPLCH##THERRT BFFEOANBBUERE & T
B BB EIER 0 i NEL Y BETF (counter ion) BAT ik BE-F 4 - {2
ZHECSYRHERNEZFTHERATEN  BERAGLTH &R
AR EHFH RBEST &Y RAHPLC 4 ¥ 865K 4]
},ﬁ o

4, CE—FERKRHES > A AT ELE  WBRREHER
MEYV  RCERNTYESHHAHEERE -
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5. FEETRERATEAMEKC A fen# > — k@ F » B4 Y
M CE##7i& % # HPLC - |

6. BT RIBAR RS * % 4o A3t & .47 &) bernerine, ephedrine,
sinomenine, guanosine X dehydroevodiamine 8] YA CZE 4~ #7 & 14¢ -

RBATRATAREIHBLERTAEBIN - THCESH -

1%

Absorbance {mv)
10
&
-

o 3 4 S5 6 7 8 8 W N
Migration time (min)

B 1T E&EHCHZEABHE

=
|
oz ]
3 § B l 'ﬂr
o & Ay

B 2 &S ZHPLCRE # B

3¢
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Dehydrovvodi-
a1 Tie

3
:
i :
I%\ i 2
J— S—— - m—_ e T [ i i o iy 8,

.................................................................................................................................................................................................

Minutams

B 32X %52CERVWE

IS

dehydroevodiamine

el A — L e ——

9.08
11.2%
22.58"
LE N

B 42X 8 52ZHPLCRE ¥ B
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SMEHEFHZCERWE

B 6 k& H 5 %52 HPLC B 47 B
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20

15

IS

stmotnenine

!

Ethﬂtni i . ; ; )
B 72 CERIHE

AETE ST T R EETET R

TR YR Y E Y PN T IT T FET T U ey s ey iy et M-t bt Tttt fal e il ol e T e T Tk T ol el o -l ol T TR TR TR R IR A ST TR TR T T TP T E TN R TR T ] LRI LR E

SANCH PR CILMIG

xR
3

I

=
=

B 8 B .2 HPLC R # &
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