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FHERES o P 4B 4 BEYU TR IFL Y FEE 8797 7
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CREZEVER

(- ) HPLC &k B2 K178 4=
Shimadzu Nexera series ° ¢ 7 SPD-M40 Photodiode Array Detector ~ CTO-
408 column oven » & 47 & + Agilent ZORBAX SB-C18 Column (250 x 4.6
mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC » # 7 Binary Solvent Manager ~
Sampler Manager ~ PDA Detector ; & 17 ”;? 12 Waters ACQUITY UPLC®
BEH C18 Column (100 x 2.1 mm, 1.7 um) °

CREEEE ARk

- ) @A
o 3 (99.9%)pE p >t Sigma-Aldrich 5 ¢ f$(99.5%)HEA Y & 4 B 24k 50 ¢
At 5 ® Ag(HPLC grade)rd p ** Duksan Pure Chemicals Co., Ltd -
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(- ) BREZI AT E
AR KGR FERET05g0 & 100mL = & 47550 o 8
FEde ~ ? R~ 75%° B~ 50%° BR o~ T R~ 75%6 f% ~ 50%¢ pg & 25
mL s 423 45 F AR (3 % 300 W o #F % 40 kHz) 30 4 4 > 4 4715 12 No.
1 g AiBig > >~F gk 3 £ /g (Syringe filter, 0.22 um) s iR o F 410
ul it~ % 2xie 4p & 47 R(HPLC) » M #7ipli8 & L& € 2 18 v+ % &
XM G AR S B F EH IR

EPEN L3

BEEfP~* 5fs R (B % 20 5LéF®) 9 05¢g0 & 100 mL = & 4877%%

P R4 0 R 25 mL o AZF LR AJE(H F 300 W o 4F 5 40 kHz) 30

\%" & Fris 1l Nol Ja il > B~k £~ 25mL 2 3 £37 > 47 iR

2| B > 33 F 8 (Syringe filter, 0.22 pm) » B~jfi > T o & 410 uL
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%‘i ”V‘jq’ﬁxl E‘:'KQ;:O

\F\A



(Z) HEBEERR
BFEAEP-E M S0+ % 2.0mg > 4 3.125mL h® @+ % 1 mL
F IR 640 pg iR SRR R R 0 BT FRARE D 40 pg/mL W S R
BRI o

(=) &R
LY Iy S *(EH 20565 )9 052 & 100 mL = & 48755y
P oder PR 25 mL o 425 AR AJE(F 5 300 W o 4 5 40 kHz) 30 &
4 > 12 No.l JpiiBih > Bl » AATNA A/ 1 =0 & B RRE R
BREFLCE -S> 25mL2FEAY L TRINA I ER
(Syringe filter, 0.22 um) » {8 -

() plEiz
b G FE e B R AR BoA e s e A [0 [CJL 0 i~ HPLC » B

i’ﬁfﬁfi@ﬁ'ﬁ;‘iﬁ/pu “‘ibﬁ‘*%mz > W o

(») REM
Brge Pode =+ & 2 555 % 73 7k 4 (640 pg/mL) - 2 7 AR AR A
*ZR R F F A G 640 ~ 320 ~ 160 ~ 80 ~ 40 ~ 20 ~ 10 pg/mL ek 5
B e AR EB10UL A B » HPLC i (7 2 8 A 147 > {1 * & 5
2 G (y )R s R R )R FRE T F o T REFRERL
2N y=ax+b & iphi G#c R o

(=) % RE%
WG T ER S 40 pg/mL 2o $FPRAR I mA il R S A kR
S G A S dp o ROUREREREZL -

() TSR U FR
. 4B B lh- 3 QAT EHP R RHEFT EHBSARAS S 2
TEEE S PAET EHR&SRR BRI AR FZE(%) R
o RNAPERREL -
2. T BT B RF B R RIEFEHRSBIRAE D2
R BERRSTR R 2B R0-24-824 ] PP MUK
FEhZE At ROAPHEERREL -



(1 ) BOpR LS T E R
. 18 B4% *Y(Limit of Detection, LOD) @ #-2¢ vk & 2_ #0203 7% 4 LEiai
TrIAELRERO L =3 P kR 0 RS WRHERIURIE -
E_E & "(Limit of Quantlﬁcatlon, LOQ) : #-2 ik & 2 % g,-,‘z‘;; i A Srif
BooF RN A =10 kR 0 T R REIARIE

(+) Frewr e X Rd®
Bt BRI R RO EFERB RS B & EEER Y 0.05
g A E[4e ~ I mL 8% FF H747640 ng/ml) > TR SRR EAE S 2
e BRI

(+ - ) HPLC » f7if i+

1. & +7 ¢ * Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pum)

2. ¥R E UV 322nm

3. sniE 1.0 mL/min

4. FHLE R 0 35°C

5.8~ 110l

6. #H4p -

R[] (min) ZIFE(%) 7K (%)

0 65 35
20 65 35

CEPELERTT RSS!
B 10 449 %x’fﬁﬁ”—%ﬁfﬁ%ﬁr‘%iéi&ﬁi%*‘*
uL @ 5 3 442 » HPLC > #1718 T35 % 6 ff &' 1 2

—i-j%mp/w\

(Fz2) R+ FHRs
1. %17 # : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7

2. UPLC & ¥ i

BWEEAR 510
N - AT

pm)

2. ¥BPIAE UV 322 nm

3. iwiE - 0.4 mL/min

4. FHER 1 35°C

5.ax8 11l

6. ##4p -

I [E](min) LI (%) 7K(%)

0 65 35
10 65 35
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Bl- ~t Ak % 5% %2 HPLC & 47 B
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Z)e ABFR)G 120 R FF(Ds 1130 358 FRg* & fp o
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Bl= ~ 7 &3¢+ B4k 52 HPLC & 47 B

(Z) Bt EBpami
UYL LR KL EHE B TE AT R e A o B
AN Rt A A

L 2k + & L% 5 f (mAU) SE
v AR 9328555 \
75%° fi% 9002893
50%"7 fis 6860028

 fif 8341948
75%¢2 fi% 9197398
50%¢ fit 8906231

10



(2 ) &ik 55
L
£

= i
SR EP 2 AR e BT RS R F B

=3
4%

Es

~

F B A 3T 98%) o

- MRS EHE SIS
LR & 5%k & % 5 4 (mAU)
w 1= 10994372
2% 581320
¥ 3= 84244
* 4= 18052
¥ 5= N.D.

() FEERESR
B RRARMEF F)HEE P FITHE G fDE BE(y)TE I

B & 42N 5 y=30871.06x +204589.45 » R>=0.9994 » &7 ik & & 10—

640 pg/mL 3 24 s (B =) -

Ty S
25000000 - y = 30,871.06x + 204,589.45
~ 20000000 R*=0.9994
5
Ei 15000000 -
=
‘& 10000000 -
it
= 5000000 -
-100 100 300 500 700
& & (ug/mL)
Bz ~th+22%ENRE
F2Z bt RFFEREL2ZBE R AN
PR AR 5 JE B (ug/mL) ML w F S A2 R?
3R 5 % 10-640 y = 30871.06x + 204589.45 0.9994

(=) #H % RPR
Bk R 0 1% HPLC % B 65 i chfb 3 8 245 > 0k 5 3 oot
BB ZAPSEE L L 020% 0 Bk SR F R RPN o
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(=) EAFHERIN R
PHEEET > % HPLC 2 B 5 g 4 24 > ik + 2 £4F
M2 AR L L 143% 0 B ke BB FpN o bk F 24 P
R LA HIEEL L 076% 1 LB > 5975 REAILLR b
4 R PlEE S LR o

(~) BpHE s T BRI %
4% G+ & MRHE LS 0.003 pg/mL (Blw) > L& 4T 5 0.008 pg/mL

(BIT) -

mAU
0.3 PDA Multi 3 322nm,4nm
> 8+

%
A

Ble ~ stk + % 2 8RR L 47 B
¥ Ty e
BT ~dh+ 22 TERUEITH
Fw s RIS T
bk &
W BITE P =
kR R.S.D. (%)
w3 E  (n=6) 40 pg/mL 0.20
£ RME (n=5) ¥ &% % (No. 4) 1.43
T (n=5) &% it (No. 4) 0.76
R (n=1) 0.003 pg/mL -
T E %' (n=1) 0.008 pg/mL -
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(4 ) A4 w iz i
Bk F E TR w2 S 96.8% 0 APHEE B AL S 1.09% o

L LR

o EHHEE| 238 | r® | BEE | wicF | TEweF| RSD.
T (@ (mg) | (mg) (mg) | (%) (%) (%)
1 0.0501 0.531 0.64 1.157 97.94
2 0.0508 0.538 0.64 1.151 95.77
3 0.0507 0.537 0.64 1.156 96.96 96.8 1.09
4 0.0501 0.531 0.64 1.148 96.50
5 0.0505 0.535 0.64 1.144 95.25

(L) 483 G r T EH 2
10 3400 G 5 44 2

Rl T

FERLRFECE )L S TT W R TR D
£ 5 1.003-1.619% o 2 3kbt k F FHphs At kT 2ehg £7 @020
1.0% o 123 4 Bcdedbt Ak + £ LM 31 8 7 030 8000 (F % & % 32000) -

AR HY LR EHRS LA T FTE
4} B R+ A7 E 4} B WhG A7 E

(No.) (%) (No.) (%)
1 (ND) 1.079 6 (CA) 1.085
2 (NE) 1.055 7 (CF) 1.003
3 (NRA) 1.619 8 (CH) 1.252
4 (NRB) 1.062 9 (SB) 1.128
5 (NS) 1.086 10 (SU2-B) 1.098

T 32 +S.D.

1.1467+0.1780
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(+ - ) 345+ ¥4 2 HPLC 4 ¥ Bl e =
P10 #47 B0 34k 530k & 10 pL g4k > 32 7 HPLC 45 & W3
SR e

1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 [ Jm)
2. ¥ plAE UV 322nm 3. ;i ¢ 1.0 mL/min
4. FHIER 135°C 5.2A~% 10uL
6. # & 4p -
¥ ¥ (min) z ¥ (%) k(%)

0 20 80

35 60 40

60 80 20

il A

10

s
;;;%;;; %%\

Bl ~ 10 #44v & + #F 12 HPLC 4y ¥ Bl
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(=) ##23th+ 4 2 UPLC A 47
SF TR 1.69 A 4B e kR T b R T R Sk 08 (B - ) o

N

2
DDG_ L L L L T T L R B
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

Bl= vk F &% 505k 2 UPLC 4 47 B

(+=2) # 84v 5+ FHie &2 UPLC & 47
WF T PR 1.68 4 B M T b R B S K T L E (R
/\)o

1.507

100 /

2
0.50]
0.00 === N N N T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

BN~ Btk #F4 4k &2 UPLC & 17 R
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AF 5N i CisHigOs3 s A5 8 12443 5 %3 8L 1 83-84°C s v ¢ F4Y o

(+3) AT 4%

2
L]
BB
L L1
1800
1.

B4 ~ 8% % 7 'HNMR Fl:#(CDCls)

16



(+ =) kF % BCNMR Bl

U1 CRE I N TRILARNE

11078
TR
PEEBIR
LEE_#30

¥

25.7rE

a1.W8
1

168 Lan 1z (L] L1 L1 an Ed ppa

B~ -2 A T % 0 3C NMR B:#(CDCls)

(+~) d¢ k= % ESI-MS Blz¥

wll-Osthole #125 RT: 119 AV-1 NL 0.43E8 . +
T FTMS + p ES Full ms [100.0000-750,0000] [M+Na]
i 2670969
5]
80
s
§
£ 7
5 60]
E 4
2
2 5
[
2 4
2 4
E 1
30
2 268,103
103 i 29,1053
2 IO gy 2706 oy aaars  amaomt MBI omoest g | T o P g
GI\\!|\\Il|\!\‘I“HI\‘IIH‘IWH“\I|\HI‘HI'\[\'I‘I‘I\I\‘\I\‘IH\ “l‘\‘l“‘l“l""l\\‘l""“l'
00 A5 A0 N5 M W W N/ M) M5 kX W5 M0 ¥ /O o5 /O 5 X W M

miz

Bl - -t &S % ESI-MS Bl
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(+4 ) stk % FTIR Bl#

B~ - 4055 % FTIR B2

(=4) ¥4+ % DUV Wi

mAl
3000
1n
200012
1 321 nm
10004 3
] o+ ™
] Ex.-—"':'f—
07
|IIII|IIII|IIII|IIII|IIII|IIIIIIIII|IIII|IIII|IIII|IIII|IIII

200 250 300 390 400 450 500 50 600 650 700 70 nm

Bl- = st F+ % r UV Rl
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SA- )T EE RV FEH

%=~ & LY B =8 (CDCL)?

position on (500 MHz) dc (125 MHz)
2 - 161.4
3 6.21 (d, 8.0) 112.9
4 7.59 (d, 8.0) 143.7
4a - 113.0
5 7.26 (d, 7.5) 126.2
6.81 (d, 7.5) 107.3
- 160.2
8 - 117.9
8a - 152.8
7-OCH3 3.90 (s) 56.0
I 3.51(d, 6.0) 21.9
2’ 5.20 (d, 6.0) 121.1
3’ - 132.7
4 1.82 (s) 25.8*
5 1.65 (s) 17.9%

4(Multiplicity, J in Hz) in ppm. *interchangeable.
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bt 3+ TLC

4 % 7 : CNIDII FRUCTUS
% <~ % : Common Cnidium Fruit
A R A& 75F Umbelliferae 48 47 8¢ & Cnidium monnieri (L.) Cusson 2 §z

FEREF -

-~ 33

-) B &3 R [F522321)(487 FL 52 2021) v
— B AR 1.0g 47 f 10 mL > 425 AT 30 A
4 0 g PR ITARSBR
[552 2] (Y 4 3£ cFmEL 2020)
— B ARk 03g  tee fBSmL o A2 RAIRT S A4
Wi PRIk TR R SRR
[55223)(4 k7 EHEEser)
— B A A 1.0g 4 iESmL AT ARG 10 A 48
W PRIk TR SRR o

(=) HREHB Ptk F 2 (Osthol)e ? B A% ImL 7 1.0 mg 5% 7% >

i s HREE SRR -

(=) # & + HPTLCsilicagel 60 Fas4> 10 cm x 10 cm ~ 20 cm % 10 cm
() B B & [BEAI](EH8 L 52 R2021) (¢ F4 A E 0

Z2 2020)

PR Lo fig (2:1313)
ERA 2] (A&7 FHEES2 P )

E'gg: };:m}\bfrx(70-30-5)

[\l

—3

_J}a%ﬁ%:ﬂ*":aﬁf&agq 2:1:1)
F ) 10cmx10cm ~20cm x 10 cm
B O ERREALTIE IS,4m P 7ER > ERIEHEScm -
B &t Ricis o B AL 254 nm % 2 £ 365 nm 2 % ¢HERR
BT AR o

pial

Loy

f‘\f"\f'\
pial

Ve
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I FREEZERBR
F 5% P 110/09/09
EEARRH) : 61%
B B (RT) : 24.5°C
[EE#3) (pFABE)—re%:?Flo@efiy 2:1:1)
—HPTLC * *} £(254 nm)#& !

—HPTLC ¥ * % (365 nm)# !

Py L w
1-253 5% B + 4 (1.0 mg/mL) 1>2>5uL
4:556 Baiair o [Fe= 2 1] 1>2>5uL
7-859 Bamiaie 9 [5i2 2] 1:2>5uL
10011012 | % &3%9 [F522 3] 1:2>5uL

BREFF 3BT RLESERRY VG ARE RIS AT F 0 TR
P d g #Fu (*Bmé 1]-
3=

REELE Tt E 2ul SRR [FP202 1] 200
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I BARANES
F % p ¥ 110/09/09
¥R RH) © 61%
i B (RT) : 24.5°C
(BB 1) (E#Y L 5r 0w 2021) (¥ 4 A £ fe@EFL 2020) —i ¢
PR Lo fig (2:1313)
(55202 1] (A7 %2 5w % 2021) —HPTLC % * (254 nm)& 41 (¢ &
+% ReiE % 0.71)

(5522 1] (449 %2 5w % 2021) —HPTLC % # (365 nm)¥& 1 (3¢ &
+% ReiE 5 0.71)
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[EE#2)(HE E#HEES e P ) —7 f -k D E-ke & (70030 :5)
[552 02 11(4 %Y #2 5w 5% 2021) —HPTLC % * (254 nm) 1 (3¢ & +
% RriE i 0.9)

(55202 1) (4% 2 %o ik 2021) —HPTLC % ¢ %(365 nm)# 1 (¢
=+ % Reie 5 0.9)
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[EB#3) (p FRE)—D2 e P Fiopef Q:1: 1)V
[55 2 2 1) (44 ZL 5w % 2021) —HPTLC % ¢ %(254 nm)# & (3¢ &
+% RyiE % 0.51)

(5522 1] (449 %24 5w % 2021) —HPTLC % * (365 nm)¥ 1 (3¢ &
+% RyiE 5 0.51)

1 : Blank

218 R F E
304 REBR9
5 Spike

FRAFE AR I [FE 1) 2N up AR [EBRHA3) ER itk
FEZ RER? > mEYpARFL [BRA 3]
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T RENER

# 5% P g . 110/09/09

EEARRH) : 61%

B B (RT) : 24.5°C
[EE#3)(p FRE)—IEe %P F ool 2:1:1)
[55=2 1)(4%8° B2 Sew [F522 1)(487 F2 525
2021) —HPTLC ¥ % k4 ! 2021) —HPTLC * ¢} £ (254 nm)# &1 v

[55=2 1X4 %Y 22 5w 552021
— HPTLC ¥ ¢} (365 nm)# 1 v/

1 : Blank

2 kG R
3-4 BRI
5 Spike

\

RRPLR N AN E (254 nm) 2 ¥ b k(365 nm)te AL 0 BT IR AE A A2

o

-

Fn
=
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I~ hF B SRR

# 5% p g 110/09/09

i A (RH) @ 61%

8 B (RT) : 24.5°C

[EBAH3) (p FRF)—E2 &

[52202 1)(L4° &L %k 2021) —HPTLC

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

TE e 20100

(2) % * %(365 nm)# 4

Blank 758 &% % 3 (NRA)

¥t &+ % (1.0 mg/mL) 9510 # &% % 4 (NRB)
3-4 ¥ &% % 1 (ND) 1112 &% ik 5 (NS)
5:6 ¥ &%k 2(NE) 13 Spike (# &% % 9)
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[Em&3)(pFRF)—Ee %P F ol 2:1:1)
[52202 1)(L4° L %k 2021) —HPTLC
(1) % b %£(254 nm)# !

(2) * * %(365 nm) !

Blank 78 ¥ &% % 8 (CH)

¥ B + % (1.0 mg/mL) 910 t =% % 9 (SB)
3.4 W 573 % 6 (CA) 11512 | &% 10 (SU2B)
5°6 ¥ &% it 7(CF) 13 Spike (& &% i% 9)

LI TR C RN BN CELE) RERRE LY ES F Y
L ek (254 nm) % ¥ ¢k k(365 nm) T ARG o
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