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# & "(VINCETOXICI MUKDENENSIS RADIX ET RHIZOMA)

—‘ﬁ#
B BEL R BRALTESE 104 -

CRFZETER

(- )HPLC ®E 2 k47§ ¢
Shimadzu LC-2040C 3D > & 7z Quaternary pump ~ Autosampler ~ column
compartment ~ PDA Detector ; A& 7 ¥ 1L Agilent ZORBAX Eclipse Plus C18
Cloumn (250 x 4.6 mm, 5 pum) °

() UPLC REZ2 k7%
Waters AcQuity Ultra Perfermance LC » # z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 *g 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

SRR A R
- ) A
7 % (HPLC grade) % »t A #1305 A2 @ o
(=) $#RHEE 5
L fE(Paconol) e i ¥ ¥ FH P - g 98%14 1 o

—~ In

LIRS
(- ) R FFAETE
Bk Sk 60 & EMEPN01g0 & 100mL FIAY > E5E
for TR~ T5%T [~ 50% T iR~ o R~ 75%2 [~ 50%2 fif E S0mL > 4
Fiw R 30 A48 4 4ris 2 No. 1SR » Poi 4 ~ 50 mL 2 % £
# oo 2 B HED %A o 453 # @ (Syringe filter, PTFE 0.45 um) » % {8 « &
10 uL 7z » HPLC > mM#pEEF g B2 2 A kb A A o ff 5 B E %
£ ATEA S B A B o

o) REEBEERER
BB A EH A 4 GES 20 %{aw %) 0.1 g» % 100 mL [fl /% ¥g
¢ gt » P FE 50 mL oo A W[ 4e g E 30 ~ 60 - 901120A>/i<ﬁ’z"£r’
{812 No. 1 giiiBig » //%MH%/\ 50 mLL;& EHLY oA PRI RAE o
#- 3 £ 18k (Syringe filter, PTFE 0.45 um) » {8 o & 4~ 10 uL ;. » HPLC »
MATREE L E 2L Ak /ﬁ»démﬁ;ﬁ»';tfﬁa”wlﬁﬁ*g"l%ﬂ&°
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(Z) #HRiRESER
Rrafie-HREE S Ap20mg > 4 10 mL h® g% 1 mL 3
+ A 200 pg g PRAR R SRR E R 0 X T AR D 10 pg/mL W S8
F’H%‘%i?r%/%u °

() ¥ &3 R
ﬁfﬁ%ifﬁ%%ﬁ20%?$ﬁmigﬁlmmLﬁ@ﬁﬁ,}
Fede ~ ¥ iR 50mL 0 4eAtie on 30 A48 0 4 4TS 12 No.l g iR 0 PR
#% > 50mL 2 7 5% > 4 ? i3 % & > # 3 £ i /a(Syringe filter, PTFE
0.45 um) » T8 o

() Rl
¢W§'&%%%ﬂﬁ&ﬁﬁ‘ﬁ%ﬁﬁlmm’i»Hmﬁ’wi’
’#vfﬂ_gd] ﬁ)iglp/liﬂ’iﬂﬁ»m ’gl”/fg'o

(=) ¥EHM
Brgex B e $RARSE 508 03 % i £(200 pg/mL)> 12 T AR AR <
7 A e s E 100 ~50 20~ 10 ~ 5.0 pg/mL e¥F R R 2 5208 7% o 11 Bk
LB~ 10 uL ~ w2 » HPLC 2 7 T & A 45 > 1% $# RS &2 L% o f(y
) frit AR E SRR X ) FRErF > T RERERL RN y=
ax +b 22Ap B A HR? -

(=) H &A%
M g 5 10 pg/mL 2 $ AR SR R iR S 45 0 L ek
A tR e RO L

() EHHER f‘FL'l”’L R
L EAFIE  Pofe - 3 B RETEM x> R GEETEY RS RAE S 2
FRE S > uf«{»”?’%‘ﬁﬂﬁ Bt BERRIE S U ARy i(%)ﬁ#p’f?-—’
FhApEHRE L o
2. B Bl - f G EETEE & 0 LT S 0 28
%I*ﬁ”wﬁ‘fﬁﬁwmni’ P A 024824 BB 0 M2 A BS
5 B EHik o RAEHEE A -

—h

51 E R

(1) iRl
Jpl4% *2(Limit of Detection, LOD) @ #-¢ ik & 2. %ﬂ.,@‘-r‘?p,%,. ¥ ETHR

1. ¥

Yo+ vy

FUREREL L =3 kR 0 (TR A AR P E
2. % # 4&'Y(Limit of Quantification, LOQ) @ #-< fr'/};}ii ek S iR 7 ETA
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foruagent L2100 kR 0 L R RETIRE
() e deg it
Poedvd L g R ORETERE R S o B AR 01 g0 A

B4e 1.0 mL eh2 gL a3 % (500 pg/ml) » 3 Fete &g WA 20 Feiwpl e

(+ - ) HPLC & f7i% i*

1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 pm)
2. ¥ BIAE 1 UV274 nm
3. ;w:# 1.0 mL/min
4. FHER 135°C
5.4 ~% 1 10puL
6. # & 4p :
P i (min) ® 73 (%) k(%)
0 50 50
30 50 50

(L) 83 8 pEmERZ ERIT
P10 447 BhETEH RS RAT C E WA RSB R B2 10
puL i 4§ 3 442 » HPLC 17 T30 % 6 ff gl 25\ B &2 A

A

S A 5 R

(+ =) th& &2 UPLC & 47 if i

1. 47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ®BlAE UV 274 nm
3. ik 0.4 mL/min
4. FHIER 135°C
5. 4A»>% 1puL
6. #524p :
P& ¥ (min) " 7 (%) K (%)
0 50 50
6 50 50
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I B%
(- ) $#RiRd 5> 4 fs2 HPLC & 47
WA GRET 112 A SadET 2 A RIS (R ) -

PDA Multi 1 274nm,anm

mAU

100

- /

50—

25—

T T T T T
o s 10 is 20 25 30

- > & L ARE S5 ik 2 HPLC & 47 W)

(=) & %&E™EH 52 HPLC & 17
WHRTEE 112 A8AK T AETERR S P ARAE(BD ) 2
REA3FR)E 183 £ FF (15 1120 594 i e * & Rp o

mAU
100

PDA Multi 1 274nm,4nm

75—; R i ﬁ;:

50—

T T T
is 20 25 30
min

PR AR R RALPE o bRl R E B N, KRB R EL L fh

HEG IS o BT T AR S R AT

Fo- 3R B g i R PR

7% B R f B G R B it 5P
" pE 566276 N
75%" fi% 551059
50%® % 520855

¢ iy 557941
5% fi% 519117
50%¢2 % 555506
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() Boid EPpEmms
J,%&F‘—r% ’-?M‘l’/ﬁ::g" 30 445 alﬁ»ﬁ”/ﬁ»%mfﬁh«k ,&E_ﬁ.é‘j‘%ﬁ‘ﬁ

Ao RETEHR SRR R
v AE R AR B P

do e iR 30 A48 610964 v

do i gm 60 A 48 561297

dv i gm 90 A 48 559430

dodhie o 120 A 48 544713

() HREES> AR ER
FARRES AR E D BATRE G fchF BEY)THE DR E
R AN G y=47372x + 67040 » R*=0.9990 - & T kB & 5.0-100 pg/mL

F ALY R(BlZ) -

6000000 24w
5000000 + Y =47372x + 67040
.. 4000000 - R==0.9990
e
& 3000000 r
® 2000000 |-
=
1000000 |-
0 | | | | |
0 20 40 60 80 100
JE & (ug/mL)

Bl= ~* A2 e REF

2z LAz RESRS S

HEARE S k2 (ng/mL) MW fE s R
+ B 5.0-100 y=47372x + 67040 0.9990

TS EkT I HPLC 22 i E el B R 24 > 2 A B
AREHEIE L 5 0.04% > ok S BB AR o
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(=) EAFREE RS
BT A Hmcilwkmiwwﬁ%’liﬁiwﬂ’
PEAFE LS 081% & kS ¥ R P o2 AR 24 f PR R
CHAPHEEL L 0.16%  H1 LB 594G HEATHA24 ] PP 2
FoplEc LR

(~) WREE T E & ‘3?;?556%
i

-+ Jiﬁ» BT E 0.0l pg/mL(Blz ) T #1425 0.05pug/mL (BT )-
A

: /

o =Y ER=) 1s =o =25 =TS
min

Bz ~ 2 4 fe 2 6 p1E Tk 17 R

mAU
s POA Multi 1 Z74anm, anm
-3
e
s
“4—

3 13 e
33 A
2
1
od 4

DESNEFE RS S LR

Fow ~ LB AS T

¥ 715 B E
kR R.S.D. (%)
HeR (=5 10 pg/mL 0.04
g4 (0=5) | &% RNo4) 0.81
B (075 | w&BHRNo4) 0.16
R (n=1) 0.01 ug/mL -
TE ' (n=1) 0.05 ug/mL -
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(L) i dew fe 5ok ak
AT I e W G 94.2%  ApHEF L 5 1.26% (£ 1) -

5T 2 AER

e BHHEE| FFE | e~ E | REE | wiF |Twfd| RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.1002 0.5129 0.50 0.9875 94.92
2 0.1002 0.5129 0.50 0.9871 94.84
3 0.1003 0.5134 0.50 0.9867 94.66 94.2 1.26
4 0.1001 0.5124 0.50 0.9729 92.10
5 0.1004 0.5139 0.50 0.9867 94.56

(L) 287 LHETEHZ ZRIT
10 - ETEH 2 Z 2R TEFGEES)IcE A TT 2 AT E
;; 0.257-0.886% 23k h £ TE R gt A 2 Ao g £ 72 (753 0.5%
Wt dciE L A AN B A 43 5000 (F e s 10391) o

F o AT BEETEHR S ABD §

4 e AR 4t e LA EE
(No.) (%) (No.) (%)
1 (NC) 0.257 6 (CE) 0.868
2 (NF) 0.886 7 (CH) 0.535
3 (NRB) 0.822 8 (SK1) 0.445
4 (CA) 0.602 9 (SK4) 0.779
5 (CB2) 0.833 10 (SK5) 0.720
T 35E48.D. 0.675+0.209
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(+- ) h&9TEH 2 HPLC 4 = B3 ot =
Bo 10447 & R ER e &3k & 10 ul 24k > & {7 HPLC 45 ®

N

1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 pm)
2. #BlAE UV 274 nm 3. /i ¢ 1.0 mL/min

4. FHIER 135°C 5./A>% 1 10uL

6. # & 4p -

7 ¥ (min) " p(%) (%)
0 50 50
30 50 50
gy
a4 s

i /

J\Jhk J\ 10
ol
|

JM A 8
15|
ZMQM A ’
15|
sz% 6
15

oo °
19
A j\ 4
S j\ ’
15|
DBO—JL 2
| ol A !
|

o s 8 ® 0w B 0® ®x @ & & & ow

Bl ~ 10 (k&% 4 2. HPLC 45 * Bl
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L) HREE R 4 A2 UPLC & 47

WA GRET 122 Akt L AR S E (R )

1.00
0.80—

0.60{ a ﬁ\ ]ﬁf‘;

0.40—

0.20— j\\
0.00

AN

Minutes

W= > & L IRE S5 ik 2 UPLC & 47 W)

(+=) # & HETEHE 52 UPLC & 47

T T T T T T T T T T 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

WHEGRER 122 AT BRITENR S L AR E (R N) -

0.10
0.08+
0.06
j N P‘» e
> i
<<

0.04— /

0.02— fk
0.00

B~ 7 8 G ETEHK 52 UPLC & 47 B

(—L‘I ) —“‘P‘\ﬁi’f?ﬁ’%\—lﬁ N A,\_’;.EE-‘L;,E:JE%

A+ 3% D CoHpoOs 5 &+ & 1 166.2 5 58 1 314-316°C 5 v ¢ 4 % o

CEDEYE F

oy

OH O
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(+2) 2 4@ 'HNMR B3#

L | LEELE i § RRREE |
' I
I
| |
. ’ ) ’ = ‘ = l ] ' L

B4 -2 4 f o 'HNMR B3 (CD;0D)

(+=) 2 e BCNMR B3

-
8 ¥ i i EFdEgEs 4
: 3 ' sTsssene =
|
|
|
e . 1. . 128 1 " “" “ " ore

B -+ 4 @ 3C NMR B:#(CDs;OD)
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(+~) 2 A en ESI-MS Bl

D:\Xcalibur\...\2024\YHC18_36_4 10/09/24 11:36:10

YHC18_36_4 #114 RT: 1.11 AV: 1 NL: 5.89E7
T: FTMS - p ESI Full ms [100.0000-1200.0000]
165.0542

! [M-H]

55000000

50000000~ /

45000000

40000000

35000000

30000000

25000000—

Relative Abundance

20000000

15000000
1102.6737

10000000— 110.9738
- 121 0276

125.0057 158.9770
5000000 123 9731
151.0384

\lI‘JLIIJ

265.1479

’ : 1?8 8790 195 9608 212 9983 233 nge 2489601 ) ] 281.
e,

il
et

485

293.?793
rrrrrH T

0 e LI IR TN N RSN e S P R A

100 140 160 180 200 220

——

Bl - -2 4@ ESI-MS RBl:#

(+1) 2 & FTIR M3#

240

260

280

100 {paeonol

75

65

60-]
] g
g

55

%Transmittance

50
45
40

35

25

| |
| b

815.1

1
300

4000 3500 3000 2500 2000
Wavenumbers (cm-1)

1500

1000

500

B~ - -2 4 @ en FTIR B3

20



(= +) 2 AUV BlH

mAU
100
212 nm 276 nm

] S 313 nm
50,

] )

4 —

1 o™
25

0
-25]

2000 225.0 250.0 2750 300.0 3250 350.0 3750 nm

Bl = 2> Ap UV Bl

S ) R AT R

OH O

24w

=~ HAEeeng > B 1Y F 24 (CD;0D)

position SH (600 MHz) dc (150 MHz)

1 - 115.1

2 - 166.2

3 6.41 (d, 2.4) 101.7

4 - 167.8

5 6.49 (dd, 9.0, 2.4) 108.4

6 7.77 (d, 9.0) 134.0

7 - 204.5

8 2.54 (s) 26.3
4-OMe 3.83 (s) 56.1

4(Multiplicity, J in Hz) in ppm.

21
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Ve

i
*ﬁr‘{"/%/&
$HRARE 5
a i
R 3
E OB A
E OB W
B E
B G &t AR

[F522 1)(° 4 A fcREL 2020)

— P AEd Rk 1.0grdee B 10mL 425 AdRYT 10 4 45
Wi iR EFC AN ImL R 23 F FiHkS
R e
[F2222] 4k EHFRES P )V

— P Ak 20g 4 B 10mL 425 AR T 30 ~ 48
Wi PR ITARSEBIR o

Bt g fi(Paeono) ¥t B ARE 5K > 4 P BRl A F 1 mL 3 1.0

mg R R MR ARE SR .

HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
[ERH 1](® A XX {cREL 2020) (F B ° EHE
B )

—e e 31 )
[BER&2) B4 (¢ FAXE{cREL 2020) V
—r e G

10ecm %X 10 cm ~ 20 cm x 10 cm

ERHELAIG IS, ViTER > EFIEH8cm -

b5z 16 0 3T e (254 nm)BR ST M AR 2. 0 & 02 10%FR e/
o fi% 3% (HoSO4/EtOH TS)vg F 14 » 105 °CAe #1357 B &

o Ak bk (365nm) T AR e
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S EEER R ORR R

F%p P 113/11/11

AP ¥R & (RH) @ 64%

& B (RT) : 23.5°C
[ERA 2] B& (¥ T4 AEfeREL 2020) —F 2 %% e fefy 31 1)
—HPTLC % ¢} 3£ (254 nm)# !

—HPTLC 10%#rfié/ e fif:8i% & ¢ 15 % *F (365 nm)t& )

N

Ko g g
1223 2 A f5 (1.0 mg/mL) 25558l
4:5:6 BEard45e=021) 25558l
7,829 BaEard[F532 2] 255>8uL

BRFZ I2AFZ2LHRSERRY VG ARERN AR FURREY 0 2B
o EEY (AR FHERE) 2 [F52 2]
EREAE AR Sl wEBR [FP2 2 2) 50l
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VA RASESR
F%p P 113/11/11
AP ¥R & (RH) @ 64%
& B (RT) : 23.5°C
[ERA1](® £4 AL foREL 2020) 0 (4 %% ER{RES 2P ) —Tke

wregefa 301
[55=2 2] (487 FHRE %20 ) —HPTLC % *} (254 nm)# 1 (&

A e ReiE 5 0.56)

[552 2)( 4% BEHEES = p ) —HPTLC 10%Ffe/c Rt g d 1

#eoh k(365 nm)te 11 (& A B Ry 5 0.56)

24



[Bma2) B4 (¢ 54 32 foREL 2020) —r e 2 e e fiy 3: 1)V
[55=2 2) (A% 7 BHEE S = p ) —HPTLC ¥ * £ (254 nm)#& 21(> 4
5 Rrie 3 0.55)

[5522 2)( 4B 7 BHEES P ) —HPTLC 10%Fife/2 fhidik 54 4
¥ 0h £(365 nm) 21 (2 A 5 RyE 5 0.55)

1 : Blank 304 wER R4
22 A s 5 : Spike

RG-SR [ 2] 280 s (P EL AL eREL ) 2
[EEH2) BB A2 R » Adpik > sr [BERa2)-
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T o LR NER

F %P 113/11/11

1R (RH) © 64%

8 & (RT) : 23.5°C
[EEx2) 24 (¢ 2L AL fe@BL 2020) —R 2= D2 e fiy 3:1)
[55232 2] (A7 EHEES > [552 2] (4 %7 EHEESR
# ) —HPTLC ¥ % k4 0 # ) —HPTLC % ¢ %(254 nm)# &1V

—— e ———— ——— . —————— — —

[55=2 2)(ABY BEHEETS 2 [F22 2447 EHEET
) —HPTLC 5%# i 4/ sk ¢ # ) —HPTLC 10%#rfia/ e f% 8% &
aTon ki ¢ 15 % ¢k k(365 nm)# Y

1 Blank 3041 EBIR 4
202 A 5 : Spike

FBHRBLE N IR k(254 nm) o B A B2 5 > 2L 10%AREL/ ¢ fE R
B S 15 b k(365 nm) A2 o
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I~ ARG RITER R SRR

PP 113/11/11

0 ¥H% A& (RH) © 64%

8 & (RT) : 23.5°C
[Ema 2] B4 (¢ A AL fo@FL 2020) —F 2 %% e feefiy 31 1)
[522 2 2] 4" EHFES 2+ ) —HPTLC

(1) % b % (254 nm)# !

(2) 10%#n e/ e F3 38 B & 15 % b £(365 nm)i& !

Blank 78 |4 &3 3 (CE)

2 4 7 (1.0 mg/mL) 9510 | # &3 % 4 (SK1)
3:4 | &ipik 1 (NRA) 11012 | # &% % 5(SUB)
5.6 |#minik 2(CAl 13 | Spike (# &3 i% 4)
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[Ema2] B4 (¢ FL L fe@EFL 2020) — e %oz f 3:1)
[52222]( 4" EHFES 2+ ) —HPTLC
(1) % ¢b %254 nm)#% !

©) 10%4‘;&/6 AR 3% BT S 15 % 7F £(365 nm)ig )

EEZEZESCTCZEEE
________ ;;;;;;azgw!

12488 0 #5:--9 W B O 12 813

Blank 78 | &&i%i% 8(CE)

4 4 (1.0 mg/mL) 910 |4 &% 9 (SK1)
3:4 | &%k 6(NRA) 11> 12 | # &i3 % 10 (SUB)
5:6 | &3k 7(CAl 13 Spike (¥ &% i 4)
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