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: CLEMATIDIS RADIX ET RHIZOMA
: Chinese Clematis Root
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® & #h(Clematidis Radix)
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CRFZETER
(- )HPLC ®E 2 k47§ 1+
Waters 2695 Separation Module > & 7 Waters 2996 ~ Photodiode Array Detector ;
& +7 ¥ £ ACCHROM Unitary C18 Column (250 x 4.6 mm, 5 um) ©

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC> # z Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; & 17 ¢ 1L Waters Acquity UPLC BEH C18 Column
(100 x 2.1 mm, 1.7 pm) °

ERR-§-F P ¥ BN
(=) ##
o 3 (99.9%) - p ** Sigma-Aldrich ; ? fig(HPLC grade)p#p > Merck > ¢ fi&
¢ fiz(GR grade)pib i >t % fr o
(=) HE x5
¥ F %2 3 ~(Hederagenin)i- p >% B g f1 0> ¥ & 98% 12 b A s % fil(Oleanolic
acid) PEp >t %o B A 98% L b o

T o~ R
(- ) HRiE 3R
PoAR 2 5 F % % 8 3~ (Hederageninyi /2 €. 2.0 mg > 4 1 mL 577 fi3 %
*# ImL 7 ¥ 5%2 2% ’u(Hederagenm)ZOOO ng ek pR g AR > T w
ﬁgﬁ'—%i 750 ng/mL % = ¥R 505 0% o
B A 0 5L % fe(Oleanolic acidyif /e L2 2.0 mg > 4c 1 mL <77 fg @ =
% 1 mL 7 &#i% p&(Oleanolic acid) 2000 pg ek 8 2k i 2% » £02 9 % i
#3600 pg/mL % =& ¥ PR A % o

Z) wEBR
Pk ks A (GE % 20 L fb)ﬂ 1.0g HFEAET B 250 mL k4750
FFEAe ~ ¢ et fig 100 mL > 4e#iw in 2 o) B -i"fbfribﬁai.’%’ﬂ"i'aﬁ;
B RGAREA T S0mL o F o 4o T R 25mL 0 A2 A R RIE(F 5 300
W #F % 40 kHz) 30 ~ 45 > £ ™2 No. 2 g AR » Poipik o AR £ 4F
BB2% 0 S pR o AT S0mL 2 TRFLY o 4 2RI WA BB
e A5 3 100 mL R SEFC * ORSFI IR FEdc o REER BT 7.3% (W) B



fe 30 mL > 4c#ik ik 2 o] BF 0 AP T R R 0 BNARES I 125 mL A R
Ao * o FET fadRrFEJ/E-3 0 F30mLe £ EH L fhe frEBR o &
#2100 mL FlAY%EAR? » * RS R Zic 0 R IZT iR B
10mL & 57 >4 ¥ i3 3 % & > {£ i /g (Syringe filter, PTFE 0.22 pm) > T (¥ -

(=) Bz

A wl i FES B F & %8 3 7 (Hederagenin) ¥ P& 153 5203 % ~ & &3 7% 10

ulo iz » HPLCo iR =0 * {52 & s o w]3- B 3 ¢ ¥ % % 2 3 ~(Hederagenin)
thy B 0 TiE e

] FeR B 51 % Aé(Oleanolic acid) ¥4 PR 152 573 7% ~ ¥ &% 7% 10 ul

A~ HPLC » jpl 2> * R84 & 4 w3t 53 7% ¢ S fé(Oleanolic acid) = 7

2 W o

(z) REMR
HFE s B~ F % % 8 3~ (Hederagenin) i 2 554 # 73 /% i £ (2000 pg/mL)
1P AR S 2 ¥ % %8 ~(Hederagenin)A %] % 1000 ~ 750 ~ 250 ~ 100 pg/mL

el BR % o 0 bR % £ B [Opl A w2 ~» HPLC 27 & 4 47 > fI*
TR 2 gk G i (y p)frikF 2 RAX )R FRE T F o T RERE
Mz > Al y=ax+b e ip b G#R? -

A Fa ek B2 g % fh(Oleanolic acid) 1% % 55 % 73 7% 1§ £ (2000 pg/mL) » 14
" AT = 7 A% f&(Oleanolic acid)# &) 5 1000 ~ 600 ~ 250 ~ 100 ug/mL %
WA o AR EP10uL » w2 » HPLC 27 2 & 4~ 47 » fI* fng
2 G R (y )RS R ARG )RRy i © R TR E
G e y=ax+b g A#R? -

HE
7
+

() H %R
1 ¥ % %8 3 ~(Hederagenin)k & 5 750 ug/mL 2 P8 12 503 i i
T ¢ 1 FF 4 3 S (Hederagenin)id & & f# 3 4tk R E X o
1 35 % fx(Oleanolic acid)ik B 5 600 pug/mL 2 %P8 138 5.3 % i i i
I & A% EE(Oleanolic acid)id & & % & 4% > R D AP R L -

(#) EREEFETPR%
1. #mﬁﬁk—#ﬁ%@ MR RS FUORSRRAEG 2T AY
BT gRSRR EBRRIT B SR~ (Hederagenin)‘
35 % fé(Oleanolic acid)5 7 £ (%) & a‘ﬂ*ﬂ FdrAp g2
2. MERALBR - LRFUE A YR Mé%mw*ﬂ% CEE R
TSR A 02481624 | R T U FL5HE
& 3 ~(Hederagenin) ~7% 3 % fi&(Oleanolicacid)it & & i # 4a 1% > K 1140 ¢



wEL -

(=) @iplE e 2 %1%
i 748 *Y(Limit of Detection, LOD) : #-2 “rik & 2 %2 %73 % 7 $74f
oo rmgiiet 5 =31 PR kR 0 TS HRERIEE D 22T
(Limit of Quantitation, LOQ) : #-2¢ sk & 2_ &% 573 7% % LiE it SR R
gl 3 =101 PR kR > FL TR ®IUGILE o

(™) e o 5
B~o sr i & %2 3 ~(Hederagenin) ~ 341 % fé(Oleanolicacid) 7 & ¢ & i
EfH AN 005 g HmfLes o Au4er Iml ¥ FHELHA
(Hederagenin);% % (700 ug/mL) ~ 1 mL &7 1 % f& (Oleanolic acid)i% /% (500
pg/mL) > I Fede Fin e WA R B TR Ao

(4 ) HPLC ~ {70 &

1. & 47 ¢ * ACCHROM Unitary C18 Column (250 x 4.6 mm, 5 um)

2. Bk E UV 205 nm

3. ;wz# 1.0 mL/min

4. FHER 135°C

5.2~ 1 10puL

6. # & 4p :

P /& (min) ¢ % (%) -k (%)

0 90 10
15 90 10

(+) £%7 gLgig TRT
Polpd BRFUEHRREARUE T Z AT RS L 10
uLj = 443 » HPLC » #71¥ —I;E’J)idf‘tmﬁlf\“rffsrl SR EHRETEE
& 3 ~(Hederagenin) ~ 34 % fi&(Oleanolic acid)=Hf 4 7 £ -



(+-) =& ik &2 UPLC k4705 2

1. & +7 ¢ * Waters Acquity UPLC BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ¥ BLAE UV 205 nm

3. swiE 0.4 mL/min

4. FHER 135°C

5
6

REEPNE RN
. ABEep
P % (min) v 3% (%) -k (%)
0 65 35

2 65 35
5 85 15
7 85 15
9 100 0




I~B%
(- ) &% 5% % %8 F ~(Hederagenin) ~ % #:% fi(Oleanolic acid)2. HPLC % 17
WG RERE 496~ 926 4 bR W
1% fi&(Oleanolic acid) % % &4 % (Bl - ) ~ (Bl= ) »

| 57 ¥ § %2 H ~(Hederagenin) ~ &

: ¥ % %2 3 ~(Hederagenin)

1.00

AU

0.80
0.60
0.40

0.20

0.004

i T T T T T T
0.00 1.00 9.00 10.00 11.00 12.00 13.00 14.00

Bl- ~ #%‘%—E—'-Tf (Hederagenin) % # &-7% /% 22 HPLC & 15 &

15.0C

1201 331 % e (Oleanolic acid)

1.00

0.80-]

AU

0.60—
0.40—

0.20+

0.00

11.00 12.00 13.00 14.00

Bl = ~ A% p(Oleanolic acid) %% 5-7% /% 2 HPLC & 17 B
) * &R g e 52 HPLC A 41

WF G 489 9.09 A 4 AA W BT

(Hederagenin) ~ 7 31 % fi(Oleanolicacid)it % (1 = ) » ¥ % %2 4

SR s FEELF A
# ~(Hederagenin) 4"

WME L R=1.61>FEFF L T=1.02; &% f(Oleanolicacid)» # % 5 R=

877 3 %3 5 T=10035% % i * 48 £ p o

2 #1 % Fa(Oleanolic acid)

'

L T e e ey B e B e B e
6.00 7.00 8.00 9.00 10.00

Minutes

e L B BBy B e S
11.00 12.00 13.00 14.00

=~ B F k&2 HPLC & 17 B

15.0C




(=) ## 5¥ % %2 4 ~(Hederagenin) ~ 2 #i % f(Oleanolic acid)ik £ 4t
&7 kR ¥ F¥FE o (Hederagenin)(x) ¥+ & A & 47L& & f# c0F e
(V)18 | ehte B 42 4258 5 y=4005.8x + 113701 » R2=0.9991 > %7 k&
& 100-2000 pg/mL $ 2 4% s b 4 (Ble ) -

9000000 -
8000000 -
7000000 -
6000000 +
5000000 r
4000000 -
3000000 -
2000000 -
1000000 r

% & % (AU)

y = 4005.8x + 113701
R2=0.9991

0

1000 1500

J& B (ug/mL)

2000

Bz ~ ¥ % %8 H < (Hederagenin)2_ # £ 4 )

£k R A S pi(Oleanolic acid)(x) ¥ & A & 17L& o # e F B E(Y)
SR e B AR AR5 Sy = 5338.7x — 42401 0 R2=0.9998 > BEom kA
100-2000 pg/mL 4 %45 s 2 B 4 (BT ) «

y =5338.7x - 42401
R2=0.9998

12000000 -
10000000 +
8000000 |

=) |

2 6000000

‘**f 4000000

«4* i

% 2000000

0
0

500

1000 1500

& B (ug/mL)

2000

Bl7 ~ A4 % fi(Oleanolic acid)z. 1k & 3 [B]

# — ~ ¥ % %2 3§ 7~ (Hederagenin) -~ &3 % fié(Oleanolic acid)2_ # £ 1~ 42.5¢

HRARE 5 kR (ng/mL)| S w S R?
¥ % %4 3 < (Hederagenin) 1002000 | y=4005.8x + 113701 0.9991
43 % i (Oleanolic acid) 100-2000 | y=5338.7x — 42401 0.9998

(z) HHEE LRI ER

REEERT o I HPLC 2 & & alf 3 & 247 » #’%ﬁ%ﬂﬁ‘a



(Hederagenin) ~ 3 % fi%(Oleanolic acidyff % & 2 4p $H4E 8 % 4 w5 1.87% -
1.30% » £ Iz P4 X 5 2.29% ~ 1.02% » 394k Suif * & Rp o

() =
d Z2& v §¥5%a -’L-T “(Hederagenin) ~ 7% %1 % fiZ(Oleanolic acid)
24 -] pER %%{ ARFRE L oW 5 347% >~ 1.06% > it LR ] > F973
# 5 )*Ti‘—l%’ ’J‘E%P\m‘g‘"ﬂj,.l‘f""iaﬁl"

(Hederagenm)xﬁ B]1% *2(Limit of Detection, LOD) % 1.0 ug/mL
(B-) > 3;23_ & *(Limit of Quantitation, LOQ) 5 10 ug/mL (B]=) -

0.020—

o.om—f
0016—?
0.014—5
0.012—5

0.010

AU

0.0084
0.006

0.004

0.002

0.000

LR A e e e B LN e e L e L B e e e A e U A s e B e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.0C

0.020

0.018-
0.016
0.014-

ooiz] ¥ % %2 4 ~(Hederagenin)

0.010

AU

0.008
0.006
0.004-

0.002

0.000

T T T T T T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.0C
Minutes
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# % %4 3 < (Hederagenin)2. LOQ % 17 )



31 % fié(Oleanolic acid) 74 /B 4% *(Limit of Detection, LOD) 2 1.0 pg/mL
(B ~) > zZ_& #%&*Y(Limit of Quantitation, LOQ) % 5.0 ug/mL (B]4 ) -

AU

A4 % fa(Oleanolic acid)

008 5o 1.00 2.00 3.00 2.00 5.00 6.00 7.‘oc,>vr ) 8.00 9.00 1000 1100 1200 1300 1400  15.0C
B~ ~ Ak pi(Oleanolic acid)z. LOD 4 +7 &l
vore]
I
oo A4 % 2 (Oleanolic acid)
o]
Z_ZZZW

B4 ~ A%k pe(Oleanolic acid)z- LOQ % 47 Bl

22 RARRA T

. ¥ & %2 H ~(Hederagenin) 72 31 % f&(Oleanolic acid)
IR g LR R.S.D. (%) LR R.S.D. (%)
#HBAE  (n=5) 750 ug/mL 1.87 600 pg/mL 1.30
LR (095) Benw(No9) | 220 | # &% (No.9) 1.02
Lt (06) Baar(N09)| 347 | #aaie(No9) 1.06
W (n=3) 1.0 pg/mL - 1.0 pg/mL -
T &' (n=3) 10 pg/mL - 5.0 ug/mL -




(=)

/?F 4 i "]/(j?' Eé:%}
7% 4c ¥ % %2 3 ~(Hederagenin)® 355 4¢ v {5 97.4% - tp $HEF i £
0.91% ©

% = ~ ¥ § %2 3 ~(Hederagenin)ifs *¢ v fc 5
51 BEHHE | FFE (2B | BEE | wicF [THEwycd | RSD.
T ® (mg) | (mg) | (mg | % (%) (%)
1 0.05 0.5544 0.70 1.2341 96.34
2 0.05 0.5544 0.70 1.2389 97.20
3 0.05 0.5544 0.70 1.2477 98.79 97.43 0.91
4 0.05 0.5544 0.70 1.2406 97.51
5 0.05 0.5544 0.70 1.2394 97.29
7% 4c ¥ % %2 3 ~(Hederagenin) ™ 35if 4c v {5 97.9% » tp R % £
0.90% -
Z - ~ A% pl(Oleanolic acid)iFs 4¢ vz
5t BHPHE | 7FE |rEB| BEE | vk |[TEw X | RSD.
T ® (mg) | (mg) | (mg) | (% (%) (%)
1 0.05 0.4090 0.50 0.8974 97.16
2 0.05 0.4090 0.50 0.8993 97.62
3 0.05 0.4090 0.50 0.9068 99.46 97.92 0.90
4 0.05 0.4090 0.50 0.8997 97.72
5 0.05 0.4090 0.50 0.8993 97.62
(~) e@s Bgihg 2Rl

10 X FinEHZ 7 2R TRFGE &) IR T 7 > ’#%“&%”ﬁ’b
(Hederagenin)snz & 5 1.42-2.01% ~ % pa(Oleanolic acid) 7% € 5 0.67—
1.44% - 1= 3% = % udvﬂﬂh‘#ﬁ = & ¥ % %2 3 ~(Hederagenin) 7 £ 7 1
%+ 0.60% » A% fa(Oleanolic acid)snz £ # 7753 0.47% o Bahr #cde ¥ 5
%8 4 ~(Hederagenin)it * 3+ & s 14>+ 4000 (F % & 5 7000) » 13 4 #cfe
1% e (Oleanolic acid);& % 2+ & Jix 2 143 5000 (F % & 5 10000) °



I~ o8 &R F kS22 ¥ 5 %8 3 ~(Hederagenin) ~ A4 % fié(Oleanolic acid)
i £
vOEE L B ¥ % %4 3 < (Hederagenin) 4 51 % pé (Oleanolic acid)

(No.) 7 (%) 7 £(%)
1 (NB) 1.46 0.67
2 (NC) 1.91 1.26
3 (ND 1.51 1.24
4 (NN) 1.43 0.81
5(CA) 1.79 1.37
6 (CG) 2.01 1.44
7 (SA) 1.55 1.26
8 (SC) 1.72 0.96
9 (SG) 1.42 0.97
10 (S)) 1.90 1.28




(4 ) # &= & EH2 HPLC 4 ¥ Bl¥ e =
Bl pid & F RSk & 10 L 4% > & 17 HPLC 4y & B3# o0
B E o

1. & +7¢ * ACCHROM Unitary C18 Column (250 x 4.6 mm, 5 um)

2. %Rl E UV 205 nm 3. s#i& ¢ 1.0 mL/min

4. FHIER 135°C 5.74~% 1 10pL

6. # & 4p :

P& F (min) & 3% (%) k(%)

0 5 95
35 65 35
45 65 35
50 85 15
60 85 15
70 100 0

# % %2 3 ~(Hederagenin) 1 o 2 Oleanolic acid)
550+ k 10
f\ | “
W N R U U\J \ Q;_Wj\ 9

450 /\\ 8

400
| I iN y

3501 H‘ ‘,]\‘ h
I | I
I I i I 6
wl | T | U WUN | U AN I\
230
5
2501
2007 4
1501
3
- L L
10 | “ | (\ |
R | ROV N VO | \ 2
0501

MAMJMMM,JWMMA_M&A_& I\ k 1

T T T T T T e e e e e e e e e e e e
000 200 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800 30.00 3200 3400 3600 3800 40.00 4200 4400 4600 4800 5000 5200 5400 5600 5800 6000 6200 6400 66.00 6800 70.00
Minutes

B+~ 10 34 =8 & W #12 HPLC 4y ¥ Rl3¥



(+) 153 5% % %8 4 ~(Hederagenin) ~ %4 % fi(Oleanolic acid)2. UPLC % 17
WE TR 4.63 4 s BIAE T F F F2 Y ~(Hederagenin) k- & ek
% (}g] €L ) °

0.08

0.06+ 7#;' ‘% AR E a ‘ m(HedeI‘agenln)

0.04+ /
O.OZ‘A»//_—_J/‘”/\—,A_—_A/
0.00

T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C
Minutes

AU

B+ - ~ ¥ F %8 F ~(Hederagenin)# 2 %73 i 22 UPLC 4 17 ]

WA FER 675 & s BE T ¥ F %2 i ~(Hederagenin) ik 2 & st
(R =)

o1 31 % fa(Oleanolic acid)

0.104 /

0.084

AU

0.06]
0.044
0.024

0.00 Ay i i T i i i i i
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C

B+ = ~ Ay pi(Oleanolic acid) ik # &-7% i 22 UPLC % 47 Bl

(+-) 3 % F & Wik &2 UPLC A 47
NFGER 497636 AHEAAS UM SRS FEELTA
(Hederagemn) ~ A3 % fé(Oleanolic acid) =i % (B -+ =) »

2.50

2.00-

1.50—? #' %r %E ‘ﬁ‘ ;D(Hederagenm)

AU

1.007E / ),ﬁ&i%é. L8 ﬁf;;(Oleanohc aCid)

10 2
0.00;“‘ - ““A“

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C
Minutes

Btz % &2 &k 52 UPLC % 47 B



(+ =) ¥% %8 ¥ ~(Hederagenin)i > + 54 ~ &+ § &7 8t
&3 3% 1 C30Hag04 5 Mol. Wt. £ 472.7 ; mp : 333-335°C ; v & F4¥ -

(+ =) %% %2 H ~(Hederagenin) .5
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e e A e
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B+ = - ¥ % %28 4 ~(Hederagenin)<H» 'H NMR ) 3#(CD;0D)



(1) %% %2 3 ~(Hederagenin)=H '°C NMR R]3#

e

an

(T3
11,500
=T
’

| L - lm

1 D T T R T e o o e R —

180 6 14 120 AL L) & L1

B+ I - %% %4 4 ~(Hederagenin): °C NMR B 3#(CD;0D)

(+ =) % % %2 4 ~(Hederagenin)< ESI-MS ]

Tharma QExacive Focua DETWAT 134743 YHCE-120-3 Dovicaliburt, 201 TWHCE-120-3

YHCO-120.3 #140-160 RT: 1.41-1.61 AW 11 WL 2.19E7
T: FTMS - p ESI Full ms [50.0000-750.0000)
0066

100 T |

SEEEEs
<

190.1683

303 1308418

| 110.6735 I

W+ = ~ ¥ % %8 % ~(Hederagenin): ESI-MS F3#



(+- ) % % %2 3 ~(Hederagenin) <~ FTIR B¥
| - .WE--- _._"._- e T
j \ / \4\f1

\
\ /

B ¥ % 8 8 5 8
P,
"“'*—-_._\

™

1 5
57 g
101
151
4000 800 3000 2500 b e B0G 1000
o W bers feme1}

Bl = ~ ¥ % %12 3 ~(Hederagenin): FTIR []3#

(L ~) ¥ % %8 5 < (Hederagenin)eh UV B 3#

o 1

E ) BT E= ] EE Aaclain £ e )
e

Bl ~ - % % %8 F ~(Hederagenin)= UV B



(4 ) %% %2 3 ~(Hederagenin)ind ~ 1 & 245

¥ % %2 4 ~(Hederagenin)
2~ F % %2 3 A(Hederagenin)d ~ A i & 4% (CD;OD)"

position ou (600 MHz) dc (150 MHz)
1 0.97-1.00 (m), 1.58—1.64 (m) 39.5
2 1.56—1.66 (m) 274
3 3.60 (dd, 11.4, 4.8) 73.9
4 - 43.3
5 1.14-1.17 (m) 48.7
6 1.36—1.46 (m) 19.1
7 1.24-1.28 (m), 1.56—1.61 (m) 33.5
8 - 40.5
9 1.61-1.65 (m) 48.8
10 - 37.9
11 1.89-1.91 (m) 24.5
12 5.23 (t,3.6) 123.6
13 - 145.3
14 - 43.0
15 1.05-1.08 (m)), 1.74-1.79 (m) 28.8
16 1.57-1.61 (m), 1.97-2.03 (m) 24.1
17 - 47.7
18 2.84 (dd, 13.8,4.2) 42.8
19 1.10—1.13 (m), 1.66—1.73(m) 473
20 - 31.6
21 1.17-1.21 (m), 1.36—1.42 (m) 34.9
22 1.51-1.55(m), 1.70—1.75 (m) 33.8
23 3.29(d, 10.8), 3.52 (d, 10.8) 67.3
24 0.69 (s) 12.7
25 0.97 (s) 16.3
26 0.81 (s) 17.8



27 1.16 (s) 26.4
28 - 182.0

29 0.90 (s) 33.6*
30 0.93 (s) 24.0%

4(Multiplicity, J in Hz) in ppm. *interchangeable.



(= + ) A% % pé(Oleanolic acid)shs + 3% ~ & F § 2203 81

s+ 3% 1 C30HagO3 5 Mol. Wt. © 456.7 ; mp : 308-310°C ; v ¢ F4Y o

= - ) g% fa(Oleanolic acid) .5 4

(= =+ =) s % pe(Oleanolic acid)=+ 'H NMR B 3%

R ¥ ;M/“/ -

Bl 4 ~ #ga% pe(Oleanolic acid)= 'H NMR ] 3% (CDsOD)



= -+ =) A4 % fi(Oleanolic acid)= '°C NMR ] z#

o
EE N

— 10002

Jd J

B e At e e . v ~— vy T 1

ey
i1 120 e LE L1 a 2 ppn

- 1
188 150

Bl= + -~ 3% f(Oleanolic acid)=H *C NMR §]:%(CDsOD)

(= L= ) A5i% fi(Oleanolic acid)= ESI-MS ] ¥

HESI-MS ~ . o
YHCH-121-3 #208-232 RT; 2.00-233 AV 13 NL: 279E7
T: FTMS - p ES| Full ms [50.0000-750.0000]

Thermio QExace Foous 080T 13:59 51 YHCS-121-3 D Mcalibun,, 201 TOYHCS-121-3

100 TE.ODE6
85= |
E 4553610
:
&
1308418
i 255.2314
s ‘ 1105736
E| : 144,5812
= [OATLI005 207 1371
5 [l { | 1 3231847
o ‘ I [ IJIIIL' "‘”IJ “I‘I ol I:' Illl'-" -.I'I' 'I II|I i " e L | e 'J v | W R Lkl ik Wk b bl k) Lt LEd |
&0 100 150 200 250 300 a50 400 450
miz

Bl - -+ - - A% pi(Oleanolic acid)= ESI-MS ) ¥



(= + 1) Ak pi(Oleanolic acid): FTIR 3

|
|
J
|

|

| o y

45 ﬁ‘
] E
B

o AN i.’i Ai
H - \ _'l[ ]n“\ll‘ !,J% \

Waverumbers (cm-1)

Bl + = ~ A%k p(Oleanolic acid)s FTIR )%

-+ ) g% pi(Oleanolic acid)sh UV 1) ¥

51T By 1

E =) e EETT= s s e = T E=r) e

Bl= -+ = ~ &gk pi(Oleanolic acid)s UV B &



= =) g% F(Oleanolicacid)sha ~ B2 1 & =4

7 31 % & (Oleanolic acid)

# = ~ A% pi(Oleanolic acid)sha ~ &1 & =4 (CD3OD)

position ou (600 MHz) dc (150 MHz)
1 0.98-1.02 (m), 1.59—-1.64 (m) 39.8
2 1.53—1.66 (m) 27.9
3 3.14 (dd, 11.4,4.2) 79.7
4 - 39.8
5 0.75(dd, 11.4, 1.8) 56.8
6 1.36—1.44 (m), 1.55-1.60 (m) 19.5
7 1.29-1.32 (m), 1.50—1.55 (m) 34.0
8 - 40.6
9 1.56—1.62 (m) 48.7
10 - 38.2
11 1.88—1.91 (m) 24.5
12 5.23 (t,3.6) 123.6
13 - 145.3
14 - 42.9
15 1.05-1.08 (m), 1.75—1.80 (m) 28.9
16 1.57-1.62 (m), 1.97-2.02 (m), 24.1
17 - 47.7
18 2.84 (dd, 13.8,4.2) 42.8
19 1.10-1.13 (m), 1.66—1.73 (m) 473
20 - 31.6
21 1.18-1.21 (m), 1.36—1.44 (m) 34.9
22 1.48—1.52 (m), 1.71-1.76 (m) 33.8
23 0.97 (s) 28.7*
24 0.77 (s) 16.3*
25 0.94 (s) 15.9
26 0.81 (s) 17.7



27 1.51 (s) 26.4
28 - 182.0

29 0.90 (s) 33.6"
30 0.93 (s) 24.0%

%Multiplicity, J in Hz) in ppm. **interchangeable.



é‘ﬁﬁh
4 % 7 . CLEMATIDIS RADIX ET RHIZOMA
# < % ! Clematis Root
A& & A& G L ®F Ranunculaceae tE 4+ = & i Clematis chinensis Osbeck 2 5z
FIERE
- N3 E
() ® & [55-22 1) (L%° #2 % - 5K 2013)
oAk 1.0 g 4e? 10 mL v Az AJT 30 A
4 > WEig /}aﬁ'??’}’ﬁ\ﬂ"/pu °
[55=2 2) (B4F7¢ 4 % £ fo@EL 2015)
A Sd A 1.0 g see i SO mL o 425 R ASE 30 A
$ 0 Wi it RNELdc 0 ARt R 20mL # 2 3%
\:,&ﬁﬁ&:SmL’ ‘5E§L““3’ e 1] o5 4ps 'k 10 mL » &4 %r
oo de ke m2SmLARIFEE P Bl L RIS T
G4 @ ﬁ%- IOmL 2% )i'* ’ 'Fm%ﬁﬂ?//‘/l’? °
[F22 2 3) (B&AE BEHEES )Y
— B Ak Ak 1.0g 4v2 fhe fig 100mL > e #riw 58 2 /)
PEo A AP R RiR o A EALIS(E > 4 T B 25mL
RA AL 30 248 Bip EAHARF AL 2 S & H
Taik o miRk i)%.f‘fﬁi 520 2% kR4 7.3% (w/v) B s 30mL 2 2.
BFER AR 2P PE S FAERIE 0 L R iR S B
3=x>&#=30mL> & ﬁé’éﬁi&i"i}éfﬂﬁi% » AR
TR 2 AfE RF 2 10mL (FE SRR e
(=) HREER B4 % %8 < (Hederagenin) # & 41 % fiz (Oleanolic acid)
B R SERE& st BESE ImL § 05mg Rk - it
FRARE AR o
(=) & & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(=) B B & [BE&1)] (£4° FL 5% - Kw2013)
—- %% L (9:1)
[ER& 2] (P #4 3 x{-REL 2015)
— T oo Tk (2003:02)
[ER# 3] (BAFREY BEHEESAP)
—riRICEThE T (5:3:0.0)
[BEm#4) (F FRF)Y
—— %" %= " (15:1)
() B B # 10cmx10cm~20cm x 10cm
(=) & B ERREALTIHEF IS5A& VAR > BEFIEH E8cm -
(=) B¢ &AL 1 10%FRf ¢ 5% (H2SO4/EtOH TS) % 15 > 105 °C 4

AT OEF RS Ao YA R 365 nm 2 K M ERET



I FFEEZ EARRRE
# 5% p ¥ 106/06/29
A ¥ A (RH) @ 54%
B EMRT) 26 C
[Em®4) (p FRE)—-F "% 9@ (15:1)

o i o s 4 Gl

13

14

15

s LA Bt §
1>2-3 ¥ & %2 { ~(Hederagenin) (0.5 mg/mL) 1>2>5uL
4556 7% #1 % fs(Oleanolic acid) (0.5 mg/mL) 1>2>5uL
7:8:9 W 1 [FE 2 1) 2755 8uL
10> 1112 Va1l [5572 2] 2>5>8uL
13514515 | #&min 1 [55 3] 2:58uL
BRE v [5502 2] 2 [E90 32 3] 2 REBRY § A4 i
R FHRLH AR ARER A N EFRE TR ER {—ﬁﬁ"”/‘z 3)-
AR E ¥ F H 2 ~(Hederagenin)th # 573 % 1_|,L_ 72 #1 % fe (Oleanolic
acid)tk- 2 &3 7% Lul > e &3 ik [572 2 3] 2l -




I BB ANES

F 2% p & 106/06/30

A (RH) © 57%

B AEMRT):25 T
[ERA 1] (A#° B2 5 -5%2013)—-F7%:cm (9:1)
[55= 2 3] (B4 4 %7 FHEE S = ) — HPTLC 10%Fipke fE % ¢ 15
Sk (365 nm)ik 1 (¥ F L H A REE 0.60 0 Bk R 5 0.82)

[Em& 2] (P #A A2 {cREL 2015)—" ¥ 1 ¢ fac fiy

DP R (2013
0.2)

[5Pe= 2 3) (844 %Y EHILES > »)— HPTLC 10%Fi e 5 & ¢ 14
b kGeSnm)tk I (F FFELH A REE 003 BB REE 024)




[ER# 3] (Ba4E7 EHEESP)—DR eI cfRehy "/ 5
3:0.1)

[55= 2 3) (344 %P FHEES = P )— HPTLC 10%Fefi 2 it & ¢ {4
RGeS nm)ke I (F FHEE FH A RE S 031 BB EE REE 0.67)

[EB#4) (FFBH)—-F9%:78 (15:1)
[55223) (B4 487 B 5 > p)— HPTLC 10%Fifec i3 & ¢ 14
b k(GeSnm)tk (¥ FFL H A RAEE 0300 Bk REE 0.58)

1 : Blank

2 ¥ % %4 3 < (Hederagenin)

3 1 A% fa(Oleanolic acid)

45 wm&niR 1

6 : Spike

EHRE AR [FR 23] R A BERRER LV AR SRR A4
ERTE RS TR VN R S P e SRR T R
S p ERE L (BB 4]
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B RE AER
F %P ¥ 106/06/30
ip ¥R (RH) © 57%
BEM®RT) 25 C
[Em#4) (pFrBg)—-&F"%:7/m (15:1)
[F322 3] (B&4 %Y FHEE  [F2 3] (B4 45 FHiEE
%) — HPTLC % *t (254 nm)tk % = # ) — HPTLC % *} % (365 nm)#

ky
X

T
T

(53t 3] (B %7 FHIEE (592 3] (B6457 FHiEt
nm)# v

1 : Blank

2 ¥ % %4 3 < (Hederagenin)

3 1 A % fa(Oleanolic acid)

45 wm&niR 1

6 : Spike

RS P [0%F RS fE R ¢ 15 0 0 ok (365 nm) M AR 5 L f
FES PR GEF 2 ¥ % %8 3 ~ (Hederagenin) ¥ & 35 % fi& (Oleanolic acid) %2
LB o
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I~ st

F 5% P 106/06/30

¥R ERH) : 57%

B AEMRT):25 T
[Em#4) (pFrBg)—-&F"%:7/m (15:1)
[5Pe=2 3] (44 %Y BEHILE S 2 )—HPTLC 10%Fifi e it & ¢ (5%
“h %(365 nm)# !

1 Blank
2 ¥ % % 8 3§ ~ (Hederagenin) (0.5 mg/mL)
3 7 #1 % f& (Oleanolic acid) (0.5 mg/mL)
4-5 # &% % 1 (NB)
67 &% ik 2 (NC)
89 ¥ &5k 3 (ND)
10> 11 &% % 4 (NN)
1213 i 537 5 (CA)
14 Spike (¥ &-i3 i% 1)
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1 Blank

2 ﬁf % % 4 3 ~(Hederagenin) (0.5 mg/mL)

3 * ﬁ&(Oleanollc acid) (0.5 mg/mL)
%% 6 (CG)

10> 11
12513 & &% 10 (ST)
14 Spike (& &3 7% 1)

%% FHR I UBERY FRHERER AP 2 [FE 23] 2N B p R
#2 [B B A 4)~ de ik 0 § %2 3 ~ (Hederagenin)¥? & 3 % fik (Oleanolic acid)
@é’uumm&bﬁﬁﬁﬁ’%%“%G&mmTﬁm@&o
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