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HoL A ARTIIR 0 9~10 F o
PR~ P L A(DL H)(2013) 0 24P FL B E M F I FEAETINTE
PEAALCR RSN TR RS R %%ii&%"(zou) o HikP B
HAREF e P o484 bR o o Rl d § ¢ F FF290-304~307 T
VR (L $)(2001) 0 37 ¢ FEAF - X o L3 LB 1 E KA 0 60~65 F °
Lk~ R & 5L $(2013) o ¢ F A S AR - AR - AR R R B
ARE L E P RAL 0 25 | e
Bl REL £ R € %iB(2020) ¢ £ 4 A L frFEL 2020 E4— Mo R 0 ¢
@]%ggﬁgmg;;ﬁ 19 F o
F =% 32 %(1986) - ¥ ZEF-g & o + 4 FLE P IR AE 0 224225 F
A4 3 $(1995) 0 ¢ EE T EN Y 2F oL figgstﬁmwio 204~205
'E" o

HFEG -~ RIEF (L 5)(1994) o F ¥ P B EBFERCTEAL S - P o imE
?J-in«‘fiﬁﬁx’. BAL © 506~514 F -
PSS 5040 (G )(2012) ¥ BE G TR EE R AR TN ) AR 04
X fgrd kAL 0 24~29 F o
PHRES AP ASRTT R LG ESRRT(997) 0 ¢ WY Fi T G ES
BlL 20 B A fLH D ARAL 46 F o
RaA%NA 0% ESHREKT(1992) ¢ FHE ZENRIE R 7 £ 5l
Ao 11~12 F o
R (D W) (2021)0 ¢ B Y B2 A R E R ES|BIL % P o AR IRA
8~11 F -
2R G~ AE (L 5)(2019) o A& P BRfTigsk o Lid FLF G RAL 0 25 F o
T ped ~ 3 (3 8)(2020) A MEHEHT 5 o ¢ MPELH IR
30~32 F °
RIHF L LRI $)(2019)0 ¢ B SRR E B AR EER(S = 1E).
Tl = %%’?:”.%’RZLO 1012~1014 F -
AEE TSP LI RE A AL P ERIAEFY ALK
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4 & ¥ (SMILACIS GLABRAE RHIZOMA)

—‘ﬁ#

CHRER AR

(- ) HPLC &k B2 K78 4=
Shimadzu LC-2040C 3D # 7 Quaternary pump ~ Autosampler~ Thermostatted
column compartment ~ Diode-Array Detector; & +7 ¢ ++ Agilent ZORBAX SB-
C18 Column (250 x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 ? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

ZREHREEE FR KR

(=) ##
? A% (HPLC grade)p# % »* Duksan Pure Chemicals Co., Ltd ; ¢ FEpE® v 5 %
B AP o

(=) #REES
FEATHFH (Astilbin)RE ¥ 30 A 2 PP & o B R 98% 1 o

o~ R
(=) B ERFPFHTR
AEHR O FPEAHEIG02 g0 S0 mL e P o By

beor P OEE S T75%9 B~ 50%Y fE ¢ %~ 75%2C fiE ~ 50%2 fiE & 25mL v A2
5 IR ARIZ (54 5 300 W o 47 5 40 kHz) 30 4 48 4 10 4 48(5 4000
xg)> ™ No.l ik > Poiie#s » 25mL 2 5 £¥09 > seip 401 % A& >
# 3 £ 8 (Syringe filter, PTFE 0.45 um) » 7 o & ¢+ 10 uL ;2 » HPLC
PTG B 2 AT S L G S R RTEHE R4

(=) REEFPITHGTRE
EREAEP A SR AGES 20 HE#) 902> § SOmL g d ¢ o
Fode ~ 75%° B% 25mL > 425 AR T A2 (# 5 300 W > 4 5 40kHz) 30 &~
& > o 10 2 48(9 4000 x g) 0 11 No.l Jg Mg - B~k # » 25 mL 2
FEFLY 0 4 5% BRI % R 0 # 3 F 18 u(Syringe filter, PTFE 0.45 um) »
TE o F 410 ULt » HPLC » AR AMA €471 = 2 5 < 50« 2 ff »



BEEATRH R E R 2 0 B A E F Rk

(Z) HBRiE 3R
B FEHI 4 PAR T S TATEY 40mg o 4e 10mL sh” fEE A E 1mL
fr'k%f';f 400 pg ¥t PRI SRR AR 0 T U T ﬁ%"ﬁ‘"%,l. % ﬁ‘r'lz'rﬁ'-rl 80
Hg/mL B SRR R R

(2 ) & &% R
BB A A5 K (B No.20 6 )9 02 g» & 50 mL e § ¢ » g
4o~ T5%7 % 25 mL o A2 4R I AJE(F 5 300 W o 4F 5 40 kHz) 30 &
& 0 s 10 A 45(9 4000 x @) 0 12 No.l i Ak A AINA £RB 1
S L ERR A S0mL 2 FRALY o4 T5% T B AR K3 LR
(Syringe filter, PTFE 0.45 pm) > ¥ -

() Pz
b ) Er e B PR AR BOA R S 6 A R 10 ul o 2~ HPLC » ip) 2o
Y MPB AR I RT TR TE

(») REM
B e3P R ATEE 5 PR AR SR8 4 U i 2 (400 pg/mL) o 1 @ A A fR =
G FEATERE A )5 400 200 ~ 100 ~ 80 ~ 40 ~ 20 pg/mL mﬁﬁ{;ﬂ}ﬂ}w,p” :
" b AR & B 10 pl A w)ia ~ HPLC i (7 28 A 47 > 1% SRt 5.2
WG A (y fh)frst AR 2 kR (X h)iE TR EF o T ,’f\fgfﬁ’g_ﬁ{?\‘%
N y=ax+b ¥ iphi G#c R o

(:)%ﬁﬁﬁﬁ
LEATEE & 80 pg/mL 2 # R ARE 5 RS 4 AT
ﬁ%%w&;ﬁ%’ﬁﬂwﬁﬁﬁgo

(N) EHBER LR
I €451 1B — 8 B2 RF B R k2 REEHRSAREAE S 2
TEUE S P RFE SRR BRI NEAMEFYSE £ ()4
o RO HEIRREL o
2. M 1B - T B ETEME R RIATFTEHRSBRAE S 2 W
HARTERE SRR AR 024824 ) FFiRBl T U EATER
Heng £ 54018 RO E L -

10



(1 ) BRI T E R GER
. 18 jP]4& *T(Limit of Detection, LOD) : #-¢ ik & 2 & # 572 7% % LA
TOELRRIOL R =3 pE2 kR (FA BRI E o
Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L
FodumEienot =100l F2 kR > 5 T 2B AGTE o

(L) mbew o %
E\bmmwﬂ?ﬂgiﬁ: SENAS %ﬂﬂﬁsw A R 01 A

LZETIPS -;»‘g, ﬁ‘r'lz'rﬁ'-r;l 3.0mg > T & AW 2 IR o

n>x,

(+ - ) HPLC » 7% i+

(=) 287 BIRFHEHZ
_,é

1. & +7 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. %Rl E CUV291 nm
3. s#i# ¢ 1.0 mL/min
4. gHE R 1 35°C
5.2 ~% 1 10puL
6. # & 4p -
¥ & (min) v A% (%) 0.1%¢ pa(v/v, %)
0 35 65
35 35 65

R 2

Po1044 BARTEHE 1047 LI RTAS RRSBREAR 2
B e miai 0 Bog 10 pLad i 3 451 » HPLC » #1718 T 3o % & #4 & 4
Gl aN P R REFATEH 2 FATEE Lag A g g o

(+=2) 2EFHk &2 UPLC » 4505 2
1. k47 ? * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. #%plAE UV291 nm
3. i 0.4 mL/min
4. FHLE A 135°C
5.4 x8 1l
6. # & 4p :
¥ ¥ (min) 7 % (%) 0.1%¢2 pa(v/v, %)
0 35 65
10 35 65
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185
(- ) HEERE LT H 2 HPLC & 17
WG REE 12.0 A SR T AT M RARE S L% (- ) o

rmuRLe
o= P ST T S Trrr A
400
I N

200- g AT R
200 /
n.cel }\

) E 1o s o 35 as

Fl— ~ FEATEH H PR AR 503 % 2 HPLC & 45 )

5
<t

(=) &2 KFHEHE 52 HPLC K 17
WHRGER 120 Ak 2 R EFEMRSY EATEH L E(R ) -
EATERH A RFR)Z 2.1 FEFF (D5 1.0 398 J g & fp0 o

500

PDA Multi 1 291nm,4nm)|

400—]

300
200 /

| DOM
o]

T T T T T T
o 5 10 15 20 25 30 35

Bl= -7 &3 KF#Hk 52 HPLC & 17 B

=) B EBR TR
LT5% T BRA R B HRRE 0 LB HE B AT L B B
BT TS R R )

+ Eon A > L
= R RPN

A SEATHR A G AR | E B
" pE 4537997
75%° fi% 5002118 v
50%"7 fis 4901954
o % 2585650
75%2 fis 4115497
50%¢2 fit 4927018
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BEEAFB2I AL MEATEE F Bk 2 (B 20 98%) (%

=)o
2 I RTFEHe R E A BGTR
75%° B% E%%ﬁwﬁ R
% 1= 4384717
% 2= 522821
% 3= 52674
% 4= N.D.

() HEREFEESZITFTRER
PR EREAFEFOHE p A TS G ff 0k B E(y)TE Ik
B Az 5 y=22903x—42121 » R2=0.9998 » A ik & & 20400 pg/mL

3 e R (2 ) -

10000000 e ar e
iE AT H
8000000 - y=22903x — 42121
# 6000000 - RE=0.9998
v
w 4000000 -
=
2000000 -
0 ' '
0 200 400
kA& (ng/mL)
W= ~ AT 2 kT AW
Lz ERTERH 2 R B A 2L
SEEES | B (ugml) AL w = A2 K
TR 20-400 y =22903x — 42121 0.9998

(=) HHEFR
FoSF%8r 1% HPLC T2 i 2ol % R W4 FATHRHH R A
2 AREHRE L L 117% 0 Bk g R Rp o
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(=) EHFHER UL RS

P& EMT o 71 HPLC 28 i 2 enE 41 45 FATHH E4 12
2 AR L S 098% 0 Bk A F R RP oo FA iz%*f.i 24 PR AR

T AR L 5 0.13% R LB [ F A HREA TR 24 )
R PlEsx LR o

(™) AR L& 1B G0 5%
75%&&"?{;‘ [#&*15 0.05 ng/mL (B2 ) T #1&'T5 0.25 ug/mL (B
I)e
0.75+ 0.75 %‘%ﬁ“ﬁ%-ﬁb
0.25+ ;‘%‘%q—-&% :Ef 0.25 /

5 10 15 20 25 30 35 3 10 15
min

W~ EATFE 2R AR W

T T T
20 25 30 35
min

AR 2 TR AU 47 )

4
1?»’(

Fw o~ L REAS T

¥ R|IE B & ATHR H
R R.S.D. (%)
HBAE  (n=5) 80 ng/mL 1.17
4R (0=5) & &% 7% (No.9) 0.98
%,; T 'ri (n=5) &% % (No.9) 0.13
R (n=1) 0.05 pg/mL -
”ifé_ %' (n=1) 0.25 ug/mL -
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(4 ) 7 4o w fo 22 5%
EATE Y TR hew o 5 86.9% 0 APHEE R L S 039% (1) -

2T~ EATIRH R b w o

o EHME| 7FE | 2 E | BEE | wiF |THE¥TF| RS.D.

T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.1002 3.0947 3.0 5.7005 86.86
2 0.1005 3.1039 3.0 5.7004 86.55
3 0.1005 3.1039 3.0 5.7019 86.60 86.9 0.39
4 0.1002 3.0947 3.0 5.7001 86.85
5 0.1006 3.1070 3.0 5.7289 87.40

(L) £%87 81 KFrEHz R
10 3+ 2 ErEH2 3 ZEPR TSGR S)ICE S AT g%‘r-ﬁﬁ.ﬁ"ﬁﬂg
¥ 5 1.551-3.668% » #2 ﬁﬂ‘ﬁ?%’ﬁ:}ﬂ’fﬂs\%}““?'ﬁwﬁ 1z EHE

0.45% o 3L 3% 4 ol 5% ATHF H L4 34 5 7 15T 5000 (F % @ 5 7080) -
B AT 83 EEFHR S ARG E
# 1 %5 (No.) FATEH 7 £ (%)
1 (NH) 3.103
2 (NX) 2.976
3 (NRA) 1.551
4 (NRB) 3.390
5 (NWC) 1.610
6 (CA) 3.668
7 (CB) 3.481
8 (SCA) 1.627
9 (SCB) 3.290
10 (SGA) 3.598
T35 +S.D. 2.829+0.876

15



(4 - ) 2RFEH 2 HPLC 4 % Bl o =

B 10447 & 4 EbHE 50

R o

o2

& 10 pL i 4% » & {7 HPLC 43 & [l

1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pum)
2. ¥%plAE CUV29] nm 3. ;i ¢ 1.0 mL/min
4. FHIER 135°C 5.7 >% 10l
6. #H4p ¢
P ¥ (min) & % (%) k(%)
0 35 65
35 35 65
U 00
pAlly . ,
/ & AT
1 [ R U J\ 10
4L%JAA*QJK ?
1501
A ~ 8
125
J—J;.\/J\ 7
| :
5
I
N ﬂ i
0.5
. L 3
0'25% A,/\ 2
M :
000
\\\\'\\\\'\\\\'\\\\'\\\\'\\\\'\\\\'\\\\'\\\\'\\\\'\\\\'\\\\'\\\\'\\\\
15 5 15 100 128 10 i, 00 25 poll b 0 35 min
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(+ =) HpRiRE s E a2 UPLC & 47
AT 2.81 A 4 AAE T AT Y H AR S (B ) o

2%

0.404
/%%ﬁﬁ
g 0.20
0.00
|||||IIIl|l|II|I|Il|lI'|||I||||I|I||I|I||I|I||||I
000 100 200 300 400 500 600 7.00 8.00 9.00 10.00
Minutes

B - 7 ﬁﬁ"ﬁbé‘f%ﬂfﬂ—ngpu Z UPLC%’H’E]

Lz) W &3 EFFEHk &2 UPLC & 45
TR 2.81 A dbUadEor 2 R F B &0 AT H L (R )e

g 0.104
005
0.00]
7 T L s S By R B s By S s S B
0,00 1] 200 3100 4 100 5100 .00 T.00 8.00 5.00 10,00
Minutes

B A~ 7 82 KT e &2 UPLC & 7 Bl
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("L%> 75%5"&%?[‘?”&\—3 PN -E-_'::J;%!;

A F 58 CoHOn 5 &+ & 145045 958 1 179-180°C ; v ¢ B fhk %k o

(+1) 3

oKy
She
—
5
et
3
i

(+ =) a4 5 0 'HNMR F3#

Astilbin_MeOD_B00 2023/05/18 (CWL4-60)

mmmmmmmm maTo —
mmmmmmmm Z2=2 ey
R L] i
mmmmmmmm W B

5.076
= 5,058
-1

Qg Q

7 6 5 4 3 z 1 ppm

e e o o I L
0.88 1.47 1.05 1.04 . 3.14
2.01 1.00 1.0 .06 B.09
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(+ =) 745 5 °C NMR Fl3#

AstiTbin_MedD_§00 2023,05/18 (CWL4-G0)

3 g82 28 ER - 22 8% § EghEd S88EE2E H
i ErE iz i Sai  ssss & sssss  sssiees :
2 &3a b a B-Rba ] 22 1] %
- I A )
I
’ ‘ ﬂ |
Ii |
| I ! |
Taee 1se e 1a0 0 1ze 0 wee e T e a2 o
Bl ~ 5 #7434 7 PC NMR )3# (CD;OD)
(+ ™) fg%?ﬁ%ﬁﬁ”ESI-MS B 3
D:\Xealibur..\2023\CWL4_60_FA 05/24/23 14:52:18
CWL4_60_FA#91 RT: 0.89 AV: 1 NL: 1.07E7
T: FTMS + p ESI Full ms [120.0000-1000.0000] [MN ]+
_ 473.1062 +Na
105000003
100000007
95000005
90000005
8500000=
80000003
7500000
7000000
8 6500000
S 60000003
=]
5 :
<
2
B
[7}
['4
4868080 5350768
ﬁ 521.0975
- 557.0582 625.0463
o D rsome 5 B 700 s
500 550 600 650 700 750

‘T4 4 0 ESI-MS Bl ¥
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#

11:48:22 2023 (GMT+08:00)

374 5 <1 FTIR ]

ﬁ%‘
0

/

500

1000

T——  E1°0E6T
il

1500

= JI6st

32

¥

¥

2000

Wavenumbers (cm-1)

747 4 e FTIR [

>
7~

2500
a
IR
P

{

B-+=

3000

3500

707

65

(+4)

60
55

T T T T
(=] wn o uwy
n <~ »: el

SoueIWSuEI | %,

251
20
15-]
107
4000

T
Q
™

S

UV F

Ll
N
A
fxe

(=)

¥
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291 nm
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=L ) EFETeE

Wend LI 8

=~ FATEH a1 § 4 (CD;0OD)
position ou (600 MHz)? dc (150 MHz)
2 5.07 (d, 10.8) 84.0
3 4.57 (d, 10.8) 78.6
4 - 196.0
4a - 102.5
5 - 165.5
6 591 (d,2.4) 97.4
7 - 168.6
8 5.89(d, 2.4) 96.2
8a - 164.1
I - 129.2
2’ 6.94 (d, 2.4) 115.5
3’ - 146.6
4 - 147.4
5’ 6.80 (d, 8.4) 116.3
6’ 6.83 (dd, 8.4,2.4) 120.5
17 4.04 (d, 1.8) 102.2
2”7 3.53 (dd, 3.0, 1.8) 71.8
3” 3.65 (dd, 9.0, 3.0) 72.2
4” 3.29-3.31 (m) 73.8
5” 4.21-4.26 (m) 70.5
6” 1.18 (d, 6.0) 17.8

4(Multiplicity, J in Hz) in ppm.
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e

KF
é%" ¢, . SMILACIS GLABRAE RHIZOMA
< % ! Smooth Greenbrier Rhizome
ot A5 5 P & F Liliaceae 12 47 k3 Tiii” Smilax glabra Roxb.2_ 57§13 & o

x:,mm S

VSR
) B&EB R [F222 1148 B2 5wk 2021) (¥ #4 3 %
R ZE L 2020) v
— P AEE*x 1.0g> 4?20 mL 425 AT 30 »
& Wiy 0 BRIk 0 TR HREBR
[F222 2] 4k EHEEST )
— P AEE R 05g 4" B 1I0mL 25 ART 15 ~ 48
Wi > P 0 (TR HREBR o
(=) HREER B’x*i‘%‘riz%ﬁ’(Astllbm)ﬁﬁGﬂﬁw’4c‘—'ﬁ§a'§ié~4 Il mL %
e o 02mg 3R o TR HRERESAR -
(=) # & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
E B & [BEERA1](L8Y #FL 5ok 2021) (¢ F4 A2 frR
4 2020)
—? F oo PEk (13:32:9)
[EEH2)(HEY EHEESe )
—o T TRk (10:1:0.8)
[Em# 3] 34 (47 EHEES2 L) V
— et g PRk (15:0.5:0.5)

() B B f 10cmx10cm~20cm x 10cm
(=) & B OERWHFALTIEF IS5~ 4 FFER  BEREHEcm-o
(=) H I &®AAR 1 2%= & i 4838% (AICI/EtOH TS)#f 5 16 » B 30 % ¢h sk

(365 nm) T & AR o

22



SN EUREH 2 OER IR
F 5% p ¥ 112/06/05
¥R (RH) © 71%

8 B (RT) : 24.1°C

[EEH 3] B4 (4% FHEF e P )—efefi:

0.5)

—HPTLC 2%= & i* 4838/ B8 ¢ {5 4% *b £(365 nm)& !

"Rk (15

i oy LSRR
1:253 7% #7473 (0.2 mg/mL) 2558l
4,556 wEpR 4[5 1] 1>2->5puL
7:8°9 iR 4 [5F5522] 1>2>5uL
FEREFZ CARAZEZ O RERRY TEARERD ¥ FIRARE

Vo REAY BL (50 1]
ERBILE AR Sl Wi [

23




VA RASESR
F 5% P 112/06/05
¥ERERH) : 71%
£ B (RT) : 24.1°C
[Ema 1] (4% L 5e K 2021) —7 ¥ @ ¢ e fi

DY (13132
9)

[552 1](E87 FL 5 mi8 2021) (¢ £ 35 fo@EL 2020)
—HPTLC 2%= # * 4858/ B d 15 4% ¢} (365 nm)tk 1 (7% #7
0.72)

[EB#H2)(AkEY EHERES e p ) —C fefp -k 7 (10:08:1)
[55=2 1] (447 22 528 2021) (P £4 £ fe@MEL 2020)
——HPTLC 2%= & f* 4538/ BE 9 15 % *F %(365 nm)#k 1 (G5 #7473 Ry & 5 0.70)

24



[EBH 3] is4 (F %7 FHiRESep )—e e g 7k (15:05¢

0.5)v
[5352 1) (487 F2 5r K 2021) (¢ #1482 feREL 2020>>
B

—HPTLC 2%= & 14838 A5 ¢ 13 % 0 %365 nm)# &1 GEAT4 3 RefiE 5 041)

1  Blank
2 AT
3:4: ’]ﬁ /%‘/1 4
5 : Spike
ZERAE AR I [FRAE 1] 38 ugaR BT EHERE [BRA 3] E

B BT EATRH OREE Y 2 A gk [BRH 3]

25



T RED NER
F 5% P 112/06/05
1% A (RH) @ 71%
# B (RT) : 24.1°C
(BB 3] 24 (4n? FHEE e p )—efefy " @k (15:05:
0.5)
[5522 1)](4%° 82 5w [F5-22 1)(28° &L 525
2021) (¢ FA A EfeREL 2020) 2021) (¢ EFA R E IR EL 2020)
—HPTLC ¥ &L %1ig & — HPTLC # * %(254 nm)# !

[52=2 114 %7 &L 5 v R (522 1]1(4L%° F& 58

2021) (® FA A EfeREL 2020) 2021) (® FA A E{eREL 2020)

— HPTLC * % (365 nm)}# ! —HPTLC 2%= & i 4538 B & 15 %
b £ (365 nm)#& 1V

1 : Blank 374 5 4
2 AT 5 : Spike

FBERBLE T N 2% F MARRRE Y 0% k(365 nm) 0 F R S P P EEA
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I~ EFER SRR
F 5% p ¥ 112/06/05
P45 & (RH) © 71%
B (RT) : 24.1°C
[ER#3)is4 (487 BHEES e p )—o g " -k (15:05:
0.5)
[5522 1)(4%7 B2 52k 2021) (¢ #4 Axfe@EL 2020)
—HPTLC 2%= # i 4% B ¢ 15 % #b %(365 nm)# !

Blank 708 | k&iB ik 3(NRB)

5% #7475 (0.2 mg/mL) 910 | # 537 4 (NWC)
3.4 | %&ai 1 (NH) 11512 | #&mi 5 (NX)
506 | W&ipi 2 (NRA) 13 Spike (1 &% i 4)
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[(EREA 3] B4 (R 87 FHEESe P )—e @e g " @ -k (15:05:
0.5)

[55=2 1](4%7 22 w; o2021) (P E A R feREFL 2020)
—HPTLC 2%= & i* 48 C & ¢ {4 % *} %(365 nm)i& !

Blank 7>8 | #&i3k 8(SCA)
5% #74% 3 (0.2 mg/mL) 910 |t &% % 9(SCB)

3:4 | &&iBiR 6(CA) 1112 | #& &3 % 10 (SGA)

5:6 | &%k 7(CB) 13 Spike (¥ &% ik 4)

;w*nbh’ﬁ‘piz n[FeE 1] 2 DERAI3] 2 5% Adedie AT i
12%= & 1 4EGRR B d s */\*ﬁb ]‘"0(365 nm)fﬁ%ﬁdﬁiu °
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2 & 74 ¥ NEOPICRORHIZAE RHIZOMA)

—~ﬁ#
BAAR LS ERLEFG S E 104

S RFEAVER

(- )HPLC ®E 2 k47§ ¢
Shimadzu LC-2040C 3D # 7 Quaternary pump ~ Autosampler » Thermostatted
column compartment  Diode-Array Detector; & 47 ¢ ++ Agilent ZORBAX SB-
C18 Column (250 x 4.6 mm, 5 pm) °

() 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) °

ECREBRFEE AR IR
(=) M
® f%(HPLC grade)rt- % ** Duksan Pure Chemicals Co., Ltd ; ¢ papd % ¢ 5%
5 P LA 2
) SRS
AT (Astilbin)pE B >0 0 2 pe Lo & o Bk 98% 10 o

T ~ ‘%ié
(=) B EEPRETR
IREFAPERGEIPRER I REEN -

=) B RERREGTR

(z) $RiRE B R
BrE B HBARE 5 AT 40mg > 4 10mL 07 <% 1mL
EATERY 400 pg R RIRE SRR 0 XY BRI FATEY 80
ng/mL Bl PR R 50R %

(z) &5
BRE AP~ A 545 & (3 No.20 & )6 0.2 g> B 50 mL 4w ¢ ¢ g
de o~ 75%7 fR 25 mL v 42§ 4R F JR(F 5 300 W o #F & 40 kHz) 30 ~
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0 At 10 A 4(9 4000 x @) » 12 No.l ik » Boifir - AAMA £
BB L= SRR #Hr 50mL 2 FEFY 4 T5% IR H#
# i /g (Syringe filter, PTFE 0.45 pm) » {8 -

(E)'?J"”;‘

/ N

G & e B R R A R s e &A% 10ul > 2~ HPLC > Bl 2>
’#*ﬂ}d’ @\F ‘7‘!’/‘:!/]7&‘:; i/{&lgmg;‘ » IE o

(=) ®wEMR
I FE B ff*%ﬂ%ﬁ%pﬁﬂﬁ&% % % i £(400 pg/mL) > 147 fE AR S
& SEATERE A ] 5 400 ~ 200 ~ 100 ~ 80 ~ 40 ~ 20 pg/mL ¥t PR AR IE SR R o
P a.ziﬁalouuv\ Bl;x ~ HPLC i& 7 2 & 47 > 1% HREE 72 0
By f) Pt RARE 2 R A (x fh)E R b &R R E M2
2\ y=ax+biphE G#R? o

(=) ¥ R#E%
MFERTEE G 80 png/mL 2 $ R AR SR R R 5 8 ERATEY
SR G AR s At ROV EIEEZ -

() EHHER UL RS
L g4 -3 G2 REATER &2 REAMREZR
TEUE S PR MR SRR BRI E AT
o RO ApEHEE X -
2. AN 1B - PP BAREEYE R R EFEV RS RAG 2 Y
BARTAM SRR A8 024824 ] PFBIRRI T U EATE
Hehg £ 54pth > ROpsRE L

ok
3
o
=k
é
i
=%

/ﬂ

(1) HRHEE T 1 %

1. 18 p]4&*Y(Limit of Detection, LOD) : #-¢ sk & 2 & 503 % L
AR L =3 FRR 0 TR B RHRLGIE -

2. Z_# 1&*Y(Limit of Quantification, LOQ) @ #-¢ ik & 2_ %ﬂ.,@‘—é} AT %f‘i‘ﬁ%‘

oAt S =10 pF kR 0 FL T ERAGTE

o

(%) 4o g s
B’»bff'k;ﬁ"&’ﬂ?-ﬁgi_’i,{ TR AR -}ﬂ#-\sly a—i].%ﬁ%g.ﬁ’»ﬂ()lg’é\
B4 EATIEYH 3.0 mg 0 TR SRR EE B 2 E TR



(+ - ) HPLC & #7if &
1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. ¥pAE UV29] nm
3. ;i ¢ 1.0 mL/min
4. FHER 135°C
5.4 ~% 1 10puL
6. # & 4p -
FF R (min) v 7% (%) 0.1%¢ p&(viv, %)
0 35 65
35 35 65
Z ) AR LRSS RR T
PelOrd B ETAT 2 10T B RS R SBIREE D E
WHE W SBR o B4 10 pLid 5 3 442 » HPLC » #718 T 350 % & ff &'
EIafFEREFAFY 2 EAFEFIap A 22 -
(L =) 4 E¥% &2 UPLC 45 if 2
1. B +7 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. %ﬁi?'liﬁ»vi : UV 291 nm
3. sriE 0.4 mL/min
4. ¢ %.L‘m.)i 1 35°C
5.2A>% 1L
6. # & 4p -
P & (min) LA 7)) 0.1%¢2 e (viv, %)
0 35 65
10 35 65
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I > ‘p'at
(- ) #PeRiE 5% 374 3 2 HPLC A& 17
WGP 12,0 A SBRAAE T E AT R AR L (- ) o

b
o
She
=
Hp
—=Hf

b
T

Bl- ~ 5 ATe H H AR &%k 2 HPLC & 47 W)

(Z) 7 &2 EF4 P 52 HPLC & 17
*"““%*?F*F’“1204\%%?’%*4??*5%”%”’%S%‘”ﬁ"ﬁ‘*wé(l%‘l:)C’
EATEH A B RS 2.1 HEFF(D: 1.0 28 g & £p o

mAU
500 PDA Multi 1 291nm,4nm
400—
300
R Ty A
: g AT R
200.] /
1OOM
ol
\ : : : : :
o 5 10 15 20 25 30 35
min

Bl= 7 8254 &2 HPLC & 17 Bl

(~>ﬁ%ﬂ$w FE i B R
S RRRFATRH O E b ORI G 0F BB B
fé_%ﬂ #2305 y=22903x—42121 > R*=0.9998 - &7 ik & # 20400 pg/mL

’ﬁ %H—mfﬁ]"}&;?l“(ﬁ ) e
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10000000 - o2

8000000 ~ y =22903x - 42121
# 6000000 - R#=0.9998

=)
w 4000000
=
2000000
0

0 200 400
JE B (ug/mL)

Bl= ~ ZATIFH 2 & 2 RE

¥R AR & (ug/mL) SEAL R A R?
T ATE -’Ff 20400 y =22903x —42121 0.9998

(v ) HHEFR
PSRBT > fI7 HPLC LB iE & cofb % A U8 > AT H B A
L#Bé**%‘éé = 1.17% > 354 1._,:‘ éf'ui@ * & T\F\ °

() £ RTMR%E
ﬁ%%%@a,ymeﬂgﬁ@Pméwwﬁ;’g%ﬁﬁ
2 APFHRE L L 1.53% 0 ek S * PR R o AT & 24
Lo AR E L 5 040% > it LR ] o %?ﬁ&@ﬁﬁﬁQLy
ERNEA N S

(=) WBRHE"LE T & &%
AT W RHEL S 0.05 pg/mL (Bl ) TE &5 0.25 pg/mL (KT )-

DA Multi 1 291nm, 4nm| 1 PDA Multi 1 291nm, 4nm|

oKy
She
—
5
=4

=
=}
) s
She
<
H
—*W
E
Bl
P
R
—
N
iﬁl
=
14
«:m’g
4«,
v
—*tx

TR B 17
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Lo N A A

e 32157 B TR
kB R.S.D. (%)
H®mAE (=5 80 ug/mL 1.17
4 (0=5) | & &% % (No.8) 1.53
R (0=5) | #&nr®Nos) | 040
R (n=1) 0.05 pg/mL -
TE &' (n=1) 0.25 ug/mL -
(=) ‘J,J v W T R
& AT ﬁ%i—f—l i”’l‘ﬁ‘?"‘{(-f % 89.2% AR B A S 2.89% (=
Lo AR e e
g |SPHE] FFE [ R B[ @R | v [Tk RSD,
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.1002 3.1422 3.0 5.7462 86.80
2 0.1004 3.1485 3.0 5.8846 91.20
3 0.1004 3.1485 3.0 5.8571 90.29 89.2 2.89
4 0.1002 3.1422 3.0 5.7239 86.06
5 0.1004 3.1485 3.0 5.8963 91.59
(~) 287 8 1RTS ”é‘%/?'}a
10442 4 ¥ 2 7 RRI LR R S)Acdk = #rn 0 FATEH h g
% 5 2.8164.014% - =323 K 4% :}Flﬁ'— SN ?3?'&71?1’{m2 £ * F0
0.45% o T2 3% 47 Hofe S ATHR L4 35 5 7 1020 5000 (% i % 6940) o
Lz 4R L2 EEE SRS FRRE S
#¥i(No.) AT H 7 £ (%) n%.(No.) AT 7 2(%)
I (NA) 3.017 6 (SK1) 4,014
2 (NC) 3.319 7 (SK3) 2.816
3 (NE) 3.672 8 (SUB) 3.238
4(CA) 3.846 9 (SUC) 3.789
5 (CH) 3.784 10 (SUD) 3.020
I 5 +S.D. 3.451+0.420
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(4 ) 2 FEF4 5 2 HPLC 45 = Bl e =

B 10447 & 2 FEG PR &R & 10l 24k i (7 HPLC 43 %

1. k1% # : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pum)
2. ¥%BpIAE UV 291 nm 3. s ¢ 1.0 mL/min
4. FHIER 135°C 5.0~ 110l
6. ##54p :
P B (min) " 7 (%) 0.1%¢2 (%)
0 35 65
35 35 65
L)
1 AT
16 /
A AN 10
MM
9
14
“M 8
1K 7
Olg /\’A
A
I 5
0
04
N J\\ N 4
A
0 l A S, . 3
O'ZM 2
A
1
0 | A
[ \275\ [ \5?0\ [l \YI‘E\ [ \1U‘IU\ [ \12“5\ [l \15“0\ [ \1]‘5\ [ \20“0\ [l \22‘5\ [ \ZS‘IO\ [l \27“5\ [l \30“0\ [ \32‘5\ [l \mm‘

B+ ~ 104+ 3 54 7 22 HPLC 4 ¥ B3
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() $HBARE 57T ATHH 2 UPLcwr
G T 2.81 A ST AT AT H R IR L () -

0.404
| - V_IL
0.0
e S e e T A o e e e e e B B B T e B B B S e
0D 100 20D 300 4 100 50D & .00 T.00 8.0 2.00 1000
Minutes

a%g
‘-\n—
5
=H

Bl= ~ 5 ATE H H AR A%k 2 UPLC & 47 W)

(+-)# &3 EF4 V&2 UPLC & 47
TR 2.8 A b AT 2 RN R ST R AT E (R )

a%g
She
-
5
=4

0.05]
.00
T 0 0 T 1 T 0 0 T 1 T 1 T 1 T T T T T T T T T T 0 T T T 0 T 0 | 0 0 T
000 100 200 300 400 5 00 600 7.00 8.00 .00 10 .00
Minutes

B~ B B2 R4 R e 52 UPLC & 47 Bl
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e

Eﬁ*’ﬁ P+

KrE&Y

é%" ¢, : SMILACIS GLABRAE RHIZOMA
< % ! Smooth Greenbrier Rhizome

Rt A5 5 F &4 Liliaceae 48 4~ & ¥ £ ¥ Smilax glabra Roxb.2_ §z %13 5 -

(-) B & AR [F52321)(4%° 2L 5ok 2021) (¢ #4132
R ZE L 2020) v
— P AEE*x 1.0g> 4?20 mL 425 AT 30 »
48 0 Wi PR IFRHREBR
(5522 2](4%" FHELESe )
— P AEE R 05g 4" B 1I0mL 25 ART 15 ~ 48
Wi o Bl 0 (TR REIBR
) HEEE R B&*f%iz%ﬁ'(Astllbm)ﬁﬁGﬂ}rr’ he? e E I mL 2
e ® o 02mg a5k L ¥RIEREEZR -
=) #& & 4 HPTLC silica gel 60 Fas4 > 10 cm x 10 cm ~ 20 cm x 10 cm
BB & [EEa 1) (448 2L 52K 2021) (7 #4 AL 4rF
4 2020)
—? F ey PR (13:32:9)
[EEH2)(HEY EHEESe )
—C T fig s TH R (10:1:0.8)
[ERH3) st (47 FHEE 22 ) v
—C kT fig s "Rk (15:05:0.5)
#, 10cmx10cm ~20cm x 10 cm
B B OERWHFALTIEF IS5~ 4 FFER  BEREHEcm-o
o &AL 11 2%= & 1 4B3F R (AICI/EtOH TS)w F5 16 » B 30 % b %k
(365 nm) T & AR o

pial
o

PR Y]

~ o~ o~
M
[ N

Ve
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SN EUREH 2 OER IR
F 5% p ¥ 112/06/05
¥R (RH) © 71%

8 B (RT) : 24.1°C

[EEH 3] B4 (4% FHEF e P )—efefi:

0.5)

—HPTLC 2%= & i* 4838/ B8 ¢ {5 4% *b £(365 nm)& !

"Rk (15

i oy LSRR
1:253 7% #7473 (0.2 mg/mL) 2558l
4,556 wEpR 4[5 1] 1>2->5puL
7:8°9 iR 4 [5F5522] 1>2>5uL
FEREFZ CARAZEZ O RERRY TEARERD ¥ FIRARE

Vo REAY BL (50 1]
ERBILE AR Sl Wi [
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VA RASESR
F 5% P 112/06/05
¥ERERH) : 71%
£ B (RT) : 24.1°C
[Ema 1] (4% L 5e K 2021) —7 ¥ @ ¢ e fi

DY (13132
9)

[552 1](E87 FL 5 mi8 2021) (¢ £ 35 fo@EL 2020)
—HPTLC 2%= # * 4858/ B d 15 4% ¢} (365 nm)tk 1 (7% #7
0.72)

[EB#H2)(AkEY EHERES e p ) —C fefp -k 7 (10:08:1)
[55=2 1] (447 22 528 2021) (P £4 £ fe@MEL 2020)
——HPTLC 2%= & f* 4538/ BE 9 15 % *F %(365 nm)#k 1 (G5 #7473 Ry & 5 0.70)
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[EBH 3] is4 (F %7 FHiRESep )—e e g 7k (15:05¢

0.5)
[5522 1] (4487 Fu 5 er 2021) (7 4 L2 {oREL 2020)
A%

—HPTLC 2%= & f*4ps#i dgd 18 % *h (365 nm)te I (G AT4# H Ry E 5
0.41)

1 : Blank

2 % %R A

3c4teEE R4

5 : Spike

wlk

AR [FB3 2 1) 3N uBasd BT EHEE [BERa3)] E
243 a%ﬁﬁjpa‘ﬁ%-ﬁ—m E"__E\:‘ vA,\%ﬁ‘_li vr(##’li' { ﬁs‘l3]
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T RED NER
F 5% P 112/06/05
1% A (RH) @ 71%
# B (RT) : 24.1°C
(BB 3] 24 (4n? FHEE e p )—efefy " @k (15:05:
0.5)
[5522 1)](4%° 82 5w [F5-22 1)(28° &L 525
2021) (¢ FA A EfeREL 2020) 2021) (¢ EFA R E IR EL 2020)
—HPTLC ¥ &L %1ig & — HPTLC # * %(254 nm)# !

[52=2 114 %7 &L 5 v R (522 1]1(4L%° F& 58

2021) (® FA A EfeREL 2020) 2021) (® FA A E{eREL 2020)

— HPTLC * % (365 nm)}# ! —HPTLC 2%= & i 4538 B & 15 %
b £ (365 nm)#& 1V

1 : Blank 374 5 4
2 AT 5 : Spike

FBERBLE T N 2% F MARRRE Y 0% k(365 nm) 0 F R S P P EEA
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I~ AR R EA RS

F 5% p ¥ 1 112/06/05

P45 & (RH) © 71%

B (RT) : 24.1°C
(BB 3] 24 (4n? FHEE e p )—efefy " @k (15:05:
0.5)
[55352 1448 L 5 e 0w 2021) (¢ #4 A2 fo@EL 2020)
—HPTLC 2%= # i 4% B ¢ 15 % #b %(365 nm)# !

Blank 708 | k&in ik 3 (NE)

5% #7475 (0.2 mg/mL) 910 | # i3 4 (CA)
3.4 | &A1 (NA) 11512 | # 5 % 5 (CB)
56 | &% iR2(NC) 13 Spike (1 &% i 4)
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[EBH 3] is4 (F %7 FHiRESep )—e e g 7k (15:05¢
0.5)

(5322 1] (449 F% 8w im 2020) (¢ £ 25 foRmFL 2020)
—HPTLC 2%= & i 48 C 374 {5 % ¢ (365 nm)# !

Blank 758 | ¥ &5k 8(SK3)
5% #74% 3 (0.2 mg/mL) 910 | ¥ &%k 9 (SUB)

3:4 | &&iB ik 6(CH) 1112 | #& &i3i% 10 (SUC)

5:6 | &%k 7(SK1) 13 Spike (& &% it 4)

Fw’n*’h’f‘piz n[EE R 1] 2 [BBA 3] 25 Agdie AT R
12%= & 1Y 4RiR Ag d {830k k(365 nm)ie AR IE o
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