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(- )HPLC ®E 2 k47§ 1
Waters 2695 Separation Module» & 7 Waters 2996 ~ Photodiode Array Detector ;
& +7 ¢ 1L Agilent ZORBAX Eclipse Plus C18 Column (150 x 4.6 mm, 5 um) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC» # 3 Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; & +7 ’F? 1+ Waters ACQUITY UPLC® BEH Cl18
Column (100 x 2.1 mm, 1.7 pm) °

? A% (HPLC grade)rt-p >+ Merck °

(=) B g
1% 5k 3 ‘5 fg(Costunolide) ~ 2 & * 4 p fig(Dehydrocostus lactone) » B
AT LA P AELTF TP 0 BR Y 98%1 o

T o~ 3
(=) B GEPBH=R
Bk mA k6 0 RAEAB03g> B SOmL A F ¢ 0 BAE
>R T5%T FE S 50%7 BE ~ 2 R~ 75%0 fiE ~ 50%2 fE & 40 mL > 42
T IR IF AJE(# F 300 W o 4 5 40 kHz) 30 4 48 > 2 No. 1 g KGR o
Pk 0 4% 3 £ iB/p(Syringe filter, PTFE 0.22 um) » T {§ o & 4+ 10 uL /L
» B ATy /IQ#E@’]"?&Q(HPLC) s ARl E L E 2R A P B
2 EF A PP AR F R RGO AT

(=) G EPdmi
BEHPAEHAGES 20506 8)9 03> & 50mL g 3¢ - &
Fode » ? 2 40 mL > i&ﬂ,ﬁt,‘}&f@m(;& 300 W » #4F & 40 kHz) 30 A 4% -
" No. 1 Ak > Popri# 3 S0mL TB#LY > 4" @wBI %A - ;}"
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2. BAEAPAR R R34 AA N S.0mg o b 10mL en? EAE ImL § 24
kAP iy 500 pg SR SGEE B 0 00 @R D 50 pg/mL A H R
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(2 ) &3 R
Braffr-h &t A(E8% 20 56 %) 03 g» B SOmL #rw g @ » &
FEde ¥ A0 mL Az 3 4R ST (54 5 300 W o 41 % 40 kHz) 30 A 48 -
M No. 1 jgAiBig > PR dE# 2 S0mL = 8557 » % PR32 AR > %3
1 i Ju(Syringe filter, PTFE 0.22 pm) » ¥ {% -
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L. L’?xf‘v};?&%é TF Fath i S RE B % 3 £ (500 pg/mL) 0 2T EEAE S 7 A
BT g A ] 5 250 ~ 100 ~ 50 ~25 10 ~ 5.0 ug/mL e 28 503 % o 72 b AR
2 B~ 10 pLAv\ Wi~ HPLC &7 2 & 447 » JI* £ E 52 % & fi(y #h)
friRf sz RAf)EFRETF > L RAFRERL 22N y=ax+b &
10 B (2B R? o

2. B B3 & AR PNtk S REH 3R £(500 pg/mL) 0 00 7 EAE A
2 & AF P EA B S 250 100 ~ 50 ~25 10 ~ 5.0 pg/mL e 28 508 % o 11 b
B 2P~ 10 uL & w72 » HPLC i& 7 28 47 > 1% #8# 52 % & f(y
) frtf b 2 R R (x )i AR YR 0 & R EFREMRL 2 A y=ax+b
2 iph B HR?

(=) #H3rFE%
Lo AEgp g d SO pg/ml 2 $ B Sih i @ e S £ A E T
S G TR AR A -
2. M3 FAAPAgE S50 pg/mL 2 HERARE SR RBFEE S o 1 q ARG
M AR G ofE A At R AR o
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L EAR B R B AR B A B AT RSR R A A P S
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(1) BpEr e 2§ &' 5%
1. 1 p]4&*Y(Limit of Detection, LOD) : #-¢ sk & 2_ &1 504 % %ﬁ‘ﬁ ’
TrAGUELRERUL 5 =3l PRk R 0 (TR BRIEIIGEIE -
2. & & *Y(Limit of Quantitation, LOQ): #-= Frik & 2 i &3 % 7 74F4%
FUMEIEA L 101 kR 0 TR T REBIAGIE -

(=) e o

1.2 e AP Eg £ AGERBE A S o F PREEFEEG0.1g0 A 5
Se 1 mL sk gy gg;g #%(0.8 mg/mL) » I &4k 505 ik Wk > 3 TR
F_o

2.3 wd G AP M BN ARTEEAS > E P ERERG01g A
B4 » 1mL fﬁéi%é;ﬁﬁq;e;.’i(l.Omg/mL)’E’#‘%Jfﬁwzpu’?ﬁll’ﬁ BREE: 2l
B

(+- ) HPLC A 475 2

1. & +7 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (150 mm x 4.6 mm, 5 um)
2. Bk £ UV 225 nm
3. ;i ¢ 1.0 mL/min
4. FHE R 1 35°C
5.4 ~% - 10pL
6. #d4p -
P i (min) 7 it (%) k(%)
0 35 65
20 35 65

(F2) £%7 8" A 4807 2Rl
Pol04 & AEBEH R EARAE 2 FUF RSB R P2 10U
@3 451~ HPLC #118 T 3oL % 6 ff R e I 2 3 B R & A 4250 fa
BLE AP RE AT E



(+=) "AAH &2 UPLC K 47 1% 2
45 % © Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
¥Rk £ 1 UV 225 nm
i 0 0.4 mL/min
FHER 135°C
A8 i 1ul
A#Ap
e & (min) ° i (%) K (%)
0 35 65
10 35 65

o
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Bl— ~ AR5 p fard 3 A4 P AgtR i &% 7k 2 HPLC £ 47 B

(=) # & *%4k &2 HPLC & 47
WE PR 1171 & 13.38 A 4k BB AR ST A fge
3 & AP ol E (RS ) ARG fa s B (R) 5 23604 & 13 (D)5 1.02
FE AP A A I (RS 323 H EFF (D5 1.03 A h i B £

P\o

0.10
0.08-| AP fg 23 A4

/

0.06—
o)
< 1
0.04-
0.02—
0.00—
e s B L e e e L s B o e B L A e s B s Sy s s s B
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
Minutes

B=- ~% & A4t 52 HPLC & 7 B

Fo S ABUEP B L AP gL ST B R TS

TP fy 23 AB Mg
o BT 2.36 3.23

¥ B T3 1.02 1.03




=) B E BT
IV ﬁg;,A§$—E$ y & i%*ii‘_&”
BB BT RS B R

it

RSP il

2 %‘é R ﬁnm/)i

22N RBRBEFER
B *aF f FERARR | g
wE A wE o fE
v fE 657229 688060 \
75%° f% 627504 647934
50%° f% 535188 525962
¢ f% 593421 628727
75%2 fi% 590869 620603
50%¢ fi% 587895 617449

() REZF BB R
BEEAER LS AL ARG i E A R F R (R
B % 3 98%) o

Z AR R EGRR

g — A4 TFENTN:
N E 5 A i
F 1= 633084 668859
2= 11471 12497
3= N.D. N.D.

(1) HREEAEP REL i AP MmRER
153k EAEAMSE )L A BT A% G f#chF BEE)TED DR E
M AR Gy =20800x —2208.9 0 R2=10.9999 - A7 ik A £ 5.0-250 pg/mL
F RGN B(FZ) -



6000000 r RS fig
5000000 |- y=20800x —2208.9

4000000 | R2=0.9999

.":&;—

= 3000000
w 2000000
=% 1000000

0 | | | |
0 50 100 150 200 250
Jk & (ug/mL)

Bl= ~ A40p fg2 B AE

2. B2 RERIEAFME (OFE P EITHE G fFenF RE(y) T8 Bk £
M AR 5 y=14938x + 23513 » R?=0.9998 » g1 k& & 5.0-250 pg/mL
T ORF RN (R ) -

4000000 2 &R
3500000 | y = 14938 + 23513
3000000 R2=0.9998
4 2500000
= 2000000
w 1500000
1000000
500000
0

0 50 100 150 200 250
JE & (ug/mL)

Ble ~2 3 A4 Mz E

o s AP R d i AP B BN

R AR 5 Jk B (ng/mL) M w o AR5 R?
HEP fig 5.0-250 y =20800x — 2208.9 0.9999
24 AR 5.0-250 y = 14938x + 23513 0.9998

(=) H®RE®R
?%%%ﬁﬁ’ﬂﬁHHCaﬁme%?&*%’*é“"ﬁi
AA N A B R 2 AP SRR L A B 5 0.22%2 0.96% Rk Suip v B R
P\ o



(=) EFHERTMERER

F R o fl* HPLC T8 R cnd i s » A4 fqid &
FE NI E A2 AP SHEE £ 5 1.70%2 1.95% 5 4 M.E* r%ﬁ +

P AU g éwémq "EEP\%'L R AP HHRE A ) 5
1.46%% 2.03% > i L] » 977 K Fk T“’*K" 24 (] PERN RS s EJ‘I;@.
SES N

() R LB GE%
#‘é'q—f]‘ ﬁﬂ'ﬁ 3 ’Eﬁ.mé lOug/mL(ﬂ*), f‘ﬂﬁ;_mg 50ug/mL(ﬂ—\) o

2EAAP AW RIELS 1.OpgmL(Bl- ) T2 4&'T5 5.0 ug/mL (Bl ~) -
. 45 il A iy

/ 006
2 002 2 oo /
0002
0000 0000]
o0

T T T T T T T T T
[ 200 40 600 800 1000 200 140 1600 180 e 000 2 4o 500 800 100 10 10 1500 180 0
Mnutes Mnutes

BT ~ ARG faz ©RIE LA 47 B B~ AR faz TR ARUE A7

o
o . B .
. . 3 -
23 H P 23 AP fg
0002 0.00¢
J
< / 2
o]
o)
e
T T T T T T T T T
0 N N N . T T O w0 oo 4o e s mw v do | B0 B0 2
Mnutes Minutes

W= A EAApm SRE VR M 2 E AR P gz LRAETE T

I~ LR REASIT

o AL fi 43 AP Ay
L RIR , »
kR R.S.D. (%) kR R.S.D. (%)
#®R  (n=b) 50 pg/mL 0.22 50 pg/mL 0.96
€A1 (n=5)| # &% % (No.1) 1.70 & &% % (No.1) 1.95
Tt (n=6)| & &5 (No.l) 1.46 # &% % (No.1) 2.03
4% (n=3) 1.0 pg/mL - 1.0 pg/mL -
& %' (n=3) 5.0 pg/mL - 5.0 ug/mL -




(1) i se o fe 3k
AP fa T B e w T F B 96.7% » APEHRE A L 2.64% (%) 4
EARP T 0t v o G 98.60% 0 AP R W L 5 0.56% (% <) °

S R R

pu |FHHEL | GFE | nr & | RER ek |9 cd ) RSD.
T (@ (mg) | (mg) | (mg) | (%) (%) (%)
1 0.1 0.7815 0.8 1.5293 93.48
2 0.1 0.7815 0.8 1.5665 98.13
3 0.1 0.7815 0.8 1.5744 99.11 96.70 2.64
4 0.1 0.7815 0.8 1.5682 98.34
5 0.1 0.7815 0.8 1.5369 94.43

55 A ERR P e v

e |FHHEL | 23R (e ® | HER v | TOECE | RSD.
(2 (mg) | (mg) | (mg) | (%) (%) (%)
1 0.1 1.0194 1.0 2.0085 | 98.91
2 0.1 1.0194 1.0 2.0106 | 99.12
3 0.1 1.0194 1.0 2.0073 | 98.79 98.60 0.56
4 0.1 1.0194 1.0 2.0041 | 98.47
5 0.1 1.0194 1.0 1.9964 | 97.70

() &3 &M A4 ERIE




10 42 A% EH2 3

BT E R E N ATT 0 RGP ey
% 0.603-1.289% » 2 & %éMam“ﬂ % 0.855-1.195% » ~ %5 'ﬁn—%’i

& %2% PR B 5 1.464-2513% 0 2R AR EHp R A AR

3 E AR PR A 0 1.30% o T i A A

TP fk 3 E

M 6000 (B 5 9600) » T dr Bl d & AH P i EE A R
6000 ( % & % 10000) -
2N B LA AP a2 A AR PN faehg £
4t e 45 fig LA AP (ARG M2 AE PN
(No.) £ (%) z (%) BE (%)
1 (NF) 0.785 1.126 1.911
2 (ND) 1.289 1.195 2.484
3 (NN) 0.611 1.035 1.646
4 (NR) 0.661 1.016 1.677
5 (CA-1) 0.638 1.185 1.823
6 (CA-2) 0.619 0.957 1.576
7 (SA) 1.127 1386 2513
8 (SE) 0.603 0.961 1.564
9 (SG) 0.609 0.855 1.464
10 (SR) 0.634 0.973 1.607
T 32E4S.D. 0.758+0.246 1.069+0.155 1.827+0.401




(+- ) " *g &2 UPLC 4 & Bl a2 =
Pe10 #+7 & A A e gk 10 pl g4k o & 17 UPLC 4p X RIGH
iR o
& +7 ¢ * Thermo Syncronis C18 Column (100 mm x 2.1 mm, 1.7 um)
Kl £ 0 UV 225 nm 4. FHER 135°C
s 1 0.4 mL/min 5. A% 1 1.0uL
o 4p
P B (min) & 5% (%) 0.05%%4 i (V/Iv, %)
0 10 90
5 10 90
10 23 77
12 40 60
14 60 40
16 65 35
17 80 20
18 90 10

AN A

SR E

0.10 i j\/\- Y 4 1 0 L

Ja ! e
0.090- ~ é i ﬁjﬂ \ \\
L \‘ . H 9 JJ‘
AU J\n Ao oA ccmemme | A A AL
0,080 ﬂ
| L ) \ 8 J‘
AN, .‘Mj‘w«/t.w.;w‘»wmww Ul

JE—— TN 2

Jin e

0050+ ‘
2 [ 5
\ ‘ ‘ " | J‘.\,
b i I W W SIS WSS e
0.040 4
0.0301
3

0,020
Lﬁi
001 N, MM LL’MJ\AJL\
1
00007 L W U

L L s B B e By By B B By B B B B I B
000 100 200 300 400 500 6.00 7.00 800 9.00 1000 1000 1200 1300 1400 1500 1600 17.00 1800

Mnutes
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(+2) HBEEAFEP a2 & A4 Mgz UPLC & 47
BNF TR 2.82 87 322 A4S BT ARG Fat 2 4 APy

T 2 el i () e
o] A G fig RS 1Y

N/

ke

12000

T T T T T T T T T
ol ] 1.00 200 S0 400 S00 K] T 200 S glales]

Bl ~ AR5 Aard 3 A4 P EgtR i &% 7k 2 UPLC £ 47 B

(+=2) 7 & " Af4& &2 UPLC & 47
R 2.81 &1 322 A W AR R &Y AR fad
2a AP PR ) e

o Aiim TR
;;Jm4_ N

T T T T T T T T T
100 200 300 400 500 g.00 T80 s 950
W rues

B~ - -7 &1 A% &2 UPLC & 1% M




(Lw) Aglap faend 558 A3 25 E
N3 ;7“ . Ci5Hy003 /}—?‘E‘_ : 23231 ; J“g:%k': 105-107°C ; v ¢ 7};% )

CEDES K1

(+ =) »% 5P fiarh 'HNMR B :#

YHCB-85-1_Ke0D_600
2016/05/24

-
J iﬁ _J X
T T T = T T 'Y o m . T
6 5 4 3 2 1 ppm
gt gt e s o — e
2.66 89.308.11 2.78 6.25 3.54 8.59
2.78 3.42 3.51 3.07 19.05 11.%4

Bl = ~ A4 5 faeh 'TH NMR B3 (CDsOD)



(=) B fiach PC NMR Bl

YHC8-85-1_MeOD_600

201605 /23
~ B B E = ﬂ======j==3| a5 a8
y U] N 1
L L N B B R I L B R R | T T T T T U T T T T
160 140 1zo 100 a0 60 40 20 ppm
- Dy = 02 13 XYy
B+ = ~ AR5 fger °C NMR Bl (CDs;0D)
€ Jaoy Ee s 2y
(+ ) x5 Aa EI-MS B3
Thermo DSQ 1l 5/26/2016 3:21:27 PM C:\Xcalibur\data\MJ Don\2016\YH-C8-85-1
EI-MS
YH-C8-85-1 #105-106 RT: 2.86-2.88 AV: 2 NL: 3.71E7 ) ’ o - o
T: + ¢ Full ms [50.00-850.00]
100, 81.17
95—
90—
85—
80—
75"
109.20
70~
65
79.18
% 60-, ‘ ‘
2 55 5315 67.19 91.13 105.‘!9‘
3 |
< 50 77.12 | |
245 | |
2 .0 ‘ %21 121.23
€ ‘0 ss18 | U
el H 9522 ||
1 | | ‘ | +
0. es1sl, | 5 ‘ _ (M]
25 | | Ll I
! i | || %P3, 1e0z2 23226
| il thl | ! ‘
| ] | | | 151.22 175.26 217.28
I 16124 | 18926
[l 17128 i
i ‘ it f “ | 204.29 233.31
I EmTIL R SR LR O P | O N N———
60 160 180 200 220 240

miz

Bl ~ AR5 faih EI-MS Bl3#



(+4 ) *5p faeh FTIR Bl3¥

50

40

8

%Transmittance

@
1
ko it
< {
20

2937.19
1439.25
1

104

1311.75
1137.31
968.15 g53 30

=104

1183.18
995.07

-20

30

3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)

M- T~ AFp fgcn FTIR B3

(

[
.
—

4 Tp g UV Wl

11.767 Peak 1
-204.4

AU
0
o
@
0
L

329.1 358.6 376.8
0.000—

T T T T T
200.00 220.00 240.00 260.00 280.00 300.00

nm

T T T T
320.00 340.00 360.00 380.00

Bl =~ ARL fain UV Rl



Do) RA athE RS

A4S P

o4~ ARG g~ LT F 2435 (CD;0D)?

position ou (600 MHz) oc (150 MHz)
2 - 172.9
3 - 142.0
4 2.63-2.67 (m) 51.6
5 1.73-1.78 (m), 2.12-2.16 (m) 29.0
6 2.03-2.08 (m), 2.30-2.34 (m) 40.3
7 - 142.7
8 4.78 (d, 10.2) 128.6
9 2.12-2.16 (m), 2.32-2.37 (m) 27.1
10 2.14-2.19 (m), 2.41-2.44 (m) 42.1
11 - 138.4
12 4.86 (s) 127.9
13 4.58 (br s) 83.9
14 5.63 (d, 3.6), 6.17 (d, 3.6) 120.2
15 1.71 (s) 17.5
16 1.44(s) 16.4

4(Multiplicity, J in Hz) in ppm.



-+ ) iid‘é]]\ﬁ%é’ﬁ&\—ii\l \A\;-E_E%ggé

338 1 CisHigO2 5 4+ & 1230305 Y38 1 55-57°C; v & Hfik % o

Sz ) AR

= Lw ) 24 +4pNfgch 'HNMR B

YHCE-B6-1_M

I
HJ/ ﬁ :JIJJL/ i
Y | lﬁ_ﬁjL) A

o S S S I S B I B s e R A s S sy e S
6

ja— et i —_ L S e

a.07 3.97 7.54  4.18 14.02 4.12 4.45 8.82

B+ = -3 i *~4pfen 'HNMR B3 (CDs;0D)



T ) 44 ~% N fach 13C NMR Rz

YHCS-86-1_Me0D_600
2016/05/18
e tysgmnomazes
H EH e e E ESRESE8RCESE2]
o g = § d= H grrssdgsdsnaug
[ (oo R WP
T T T T T T L e | T T T T T T T T T T
160 140 120 100 80 60 a0 20 ppm

Bl- ~ 2 & A4 pfgeh 3C NMR B3 (CD;0D)

- L2 ) 4@ AF P g ESI-MS Bl

Finnigan LCQ 5/30/2016 12:50:03 PM YHC8-86-1 E:\DATA\Don, Ming-Jaw\2016\YHC8-86-1
ESI-MS

YHC8-86-1#50-92 RT: 0.74-1.34 AV: 43 NL: 8.18E6

T: + ¢ ESI Full ms [ 150.00-850.00]
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TRy

Z L+~ 3T AFPFgend > BT F 245 (CD;0D)?

position ou (600 MHz) dc (150 MHz)
2 - 172.4
3 - 141.6
4 2.97-3.02 (m) 46.1
5 1.36-1.43 (m), 2.27-2.32 (m) 32.2
6 1.36-1.43 (m), 2.27-2.32 (m) 37.5
7 - 151.2
8 2.97-3.02 (m) 48.8
9 1.87-1.92 (m), 1.93-1.98 (m) 31.2
10 2.48-2.59 (m) 33.6
11 - 153.5
12 2.88 (t, 9.0) 53.2
13 3.98 (t, 9.0) 87.4
14 5.59 (d, 3.6), 6.14 (d, 3.6) 120.8
15 5.02 (d, 3.6), 5.18 (d, 3.6) 112.7
16 4.81 (d, 6.6), 4.89 (d, 6.6) 109.3

4(Multiplicity, J in Hz) in ppm.



J117K % (DOLOMIAEAE RADIX)
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CRFZETER

(- )HPLC ®E 2 k47§ 1
Waters 2695 Separation Module» & 7 Waters 2996 ~ Photodiode Array Detector ;
& +7 ¢ 1L Agilent ZORBAX Eclipse Plus C18 Column Column (150 x 4.6 mm,
5 um)

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC > # 7 Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; & +7 "F? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

I RHREEE FER LR

(=) A
? A% (HPLC grade)rt-p >+ Merck °

(=) s
1% 5k 3 ‘5 fg(Costunolide) ~ 2 & * 4 p fig(Dehydrocostus lactone) » B
P E LA PPN NP AR Y 98% 1 .

B
(=) b Eriguims
xl%\é%ﬁ g"li"‘g"/p‘k-]——}]ﬁ 'l#\éé‘z‘*j

() R F PTG
MR S BBl A EH o

(Z) HBRRESRR
1 BFEAHPARE ARG A 5.0 mg - 4 10mL «0? &% 1mL 7 4475
P fin 500 pg ik S iE & B0k 0 X u P AR T S0 pg/mL W S 4 R AR
SRR e
BrafepE e & A4 A 5.0mg> 4 10mL ch® @45 ImL 323
A% P g S00 pg iR SRR R 0 BT FRAF D 50 pg/mL B 4R
T B R o

(z) &%

BREfLPd s R (B % 20 506 #) 5 03 g> % SOmL w3 ¢ -



Feter 7 AR 40 mL > 42 5 AR T AR (# 3 300 W o 4 5 40 kHz) 30 4 45 >
M No. 1 jgAiBig > PR dE# 2 50mL = 8557 » % PR32 3R > %3
1 ik (Syringe filter, PTFE 0.22 um) » @ o
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/ N

B 8 g ex Bt pe 4R oA 0% e BA R 10ul o J2 ~ HPLC > Rl 2 s
’*1‘%‘%—?‘*’ A J;J'-Er/pu PoARE TP r s i}%\ép\ﬁqm%‘% » TR o

(=) HwEMR

1. & '&B"%’é"""‘]"‘ fiath 28 5005 % 75 % i £(500 pg/mL) - v 7 AR AR L 3 A
AU g A B 5 250 ~ 100 ~ 50 ~25 10 ~ 5.0 pg/mL B3 SR % o 1L F AR
2210 luL A w3 0 HPLC 3217 28 A 47 0 1% %8 &2 L% 5 ff(y #)
etk sz kR E)EFREY fF o P RFRERL 2 2 y=ax+b &
ARRBE 4B R? o

2. WrER B3 4 %2% P finth 2 555 3 R i £ (500 pg/mL) > 4T ARAFR S
24 AR PFaA S E 250 ~ 100 ~ 50 ~25 510 ~ 5.0 pug/mL s 28 20A % o ) b
Ak 2P 10 uLAv\ B2~ HPLC &7 & 447 > 1% ¥ 52 % & f(y
) frtf b &2 DR R (x )i FRME Y §F 0 & AR EMRZ 2 AR y=ax+b
sip A R? -

(=) HgRrE%
L 02 AR5 A s 50 pg/mL 2o Rk 2 503 sl ek 5 450 A B g
S A G Ap itk RO EHRE L o
2. E g ARP s SO pgmL 2 HERE SR R EEHE S £ 1D AG
RS X SRR S S ok oy L

(~) EAFHERTMRR
1L €M IBR-#7 & AEE SR AR AEA PR SBREE S 2
FEER S P AGE Y RERR  BRRI M ARG A d A G
RAacng B (%) 5tk RS A
2. RN B -3 B ARE PR R B AEE VRSB REE S 2
BHE ARG PSR AR 02481624 pEiE B T 1
AEEPF Fad & AR P sl G A S At ROV EHERF o

(4 ) HpHEIe T R ' URE%

I # /4% *Y(Limit of Detection, LOD) : %aw&&7ﬂ$%@ﬁz%ﬁ3’
TrIEE SR S =23 Pz kR 0 (T PRI GIE -

2. %_# & *(Limit of Quantitation, LOQ): #-¢ sk & 2_ *ﬂ'g_r‘% 5%
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1. Bv¢ oh 450 fa s £
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(4 - ) HPLC A 455 i
1. % +7 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (150 mm x 4.6 mm, 5 um)
2. ¥ Bl £ UV 225 nm
3. wig o 1.0 mL/min
4. FHE R 135°C
5.4~ 8 110uL
6. # & 4p -
P 1 (min) " % (%) k(%)
0 35 65
20 35 65
SO AR B A G R
l0 P B ARG P RS RAEF T2 WA RSZR OB 10
uL i g 3 442 » HPLC > #ri@ T3o % o ff ke ] 23 B &2 4%
FPREda AAPEmDE A ZE -
(+=) "AAH& &2 UPLC K {7if i2
1. & +7 ¢ * Waters ACQUITY UPLC® BEH C18 Column (100x 2.1 mm, 1.7 um)
2. %ﬁi?'liﬁ»vﬂ : UV 225 nm
3. sriE 1 0.4 mL/min
4. ¢ %Lm_f;i :35°C
5.9 x8 1l
6. # & 4p -
P 7 (min) " 7 (%) (%)
0 35 65
10 35 65
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(=) HERAF P fad & A4 Mgz HPLC & 47
W TP 1179 ¥ 13.27 A s s B BT AR Bad & AR PR etk
w2t g (B - ) o
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o] A BT g 2 & ARy
3 oo /
o
o
1) 200 400 a0 200 000 1200 1400 16.00 1500 2000
Krnas

Bl— ~ AR5 p fard 3 A4 P AgtR i &% 7k 2 HPLC £ 47 B

(=) # & A%4 5 4 &2 HPLC & 4
WAHFGERE 1171 &2 1332 A s WA AR A SR &P AR
fastd & AP ok (B =) o AF0F fam I (R) 5 2530 # & F]F (D)5
1130 2 a A4 P MmA I RS 324 H T3 (D5 113 5k b s
e
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Bl= -~ & A%4 % &2 HPLC & 178

S R A RSN SN
5 i 45 A4 P
A B 2.53 3.24
Pt 113 113




(Z) FRFEEAEP REI LA P AR ER
. 52 FER ARG P E D ATk % s Fark RE()TEI DR E
R AN L y=20800x —2208.9 » R2=0.9999 » &7 kA& A 5.0-250 ug/mL
3 LAY R(RZ) e

6000000 | T
5000000 |-y =20800x — 2208.9
g 4000000 R2=0.9999
.
< 3000000
2000000
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0 | |
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JE B (ug/mL)

Bl= ~ 2350 faz &£ RE

g Ja)ié TAANA (O LA TS G HoF BEY)TEI SR E
A FN 5 y=14938x + 23513 » R?=0.9998 » &%}k & % 5.0-250 pg/mL
3 LA

A (Bl ) e

2.
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3500000 ~ y= 14938x + 23513
3000000 |- R2= 0.9998
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& 2000000
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Ble ~32 3 AF P2tk € 5H

22 AP B AR P a2 B AR AR
R J& & (ug/mL) ﬁ‘fiw"ﬁzﬁ“_' A2 5% R?

S 5.0-250 y = 20800x — 2208.9 0.9999

24 AA PN 5.0-250 y = 14938x + 23513 0.9998




(w) # %R R
FHES AT  f1* HPLC 2B iR aif B R A4 > A4 Tp o d &
AN o R 2 APSHEE X A B L 0.22%7 0.96% ki i R R
F\ °

(1) EFHERTERER
P LR I HPLC 28 i 2 chE4f 1 2 » 245 g3 4
AR PP E AT 2 AP EHERIE L A w5 2.14%%7 2.43% 3ok i BB R
Roe ARUEP AR E AP At 24 ) PPN R R PR A B G
1.65%22 1.78% » %1t L & | » Forf R EAITIN G 24 P Frp 2 A > P&
BRI

(#) BRHETE T 2B GER
ARG fa il RHES 1.0pug/mL(BT ) TE&LE 5.0 pg/mL(F=) -

2 E AP RHRTE 1Opg/mL(B- ) T2 H&'TL5E 5.0 pug/mL (B ) -
B " Mj/ﬁ fia
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*Z N RS T

‘ AL fi R ke
He PR P — -
kR R.S.D. (%) kR R.S.D. (%)
%R (n=5) 50 pg/mL 0.22 50 pg/mL 0.96
24 (n=5)| #& &% % (No.l) 2.14 ¥ &% % (No.1) 2.43
LT (n=6)| & &i%i%(No.1) 1.65 # =% 7% (No.1) 1.78
WL (n=3) 1.0 pg/mL - 1.0 pg/mL -
7 E 1% (n=3) 5.0 pg/mL - 5.0 pg/mL -

(=) ?f]técrgﬂﬂ;:ﬁ;gﬁﬁﬁ
A T 3 b w T S 96.6% 0 AR EE L L 0.44% (R w) o 3
EARPE T e X 5 97.71% > AR HHEE B L 5 0.76% (% 1) -

Fow o~ AEAP Fak e w S

o BHRHHFEL | FFE | rE | BED | wicF |TEPCF | RSD.
T (@ (mg) | (mg) | (mg) | (%) (%) (%)
1 0.1 0.5913 0.60 1.1705 96.53
2 0.1 0.5913 0.60 1.1687 96.23
3 0.1 0.5913 0.60 1.1753 97.33 96.61 0.44
4 0.1 0.5913 0.60 1.1696 96.38
5 0.1 0.5913 0.60 1.1708 96.58
23 v 3 A AEP P tew e
- BEHHEE | 238 |r® | RER | wicF [THwfcd | RSD.
T ® (mg) | (mg) | (mg) | (%) (%) (%)
1 0.1 0.9762 1.0 1.9635 98.73
2 0.1 0.9762 1.0 1.9468 97.06
3 0.1 0.9762 1.0 1.9473 97.11 97.71 0.76
4 0.1 0.9762 1.0 1.9504 97.42
5 0.1 0.9762 1.0 1.9587 98.25




(~) 2873 & A4&F g 2RIT
1034 Af4r 2 2 3 BRILR % (R FHok 2 977 0 ARG farh
E 5 0.517-0.751% » 2 & A4 P fiach g £ 5 0.801-1.123% » + 4 5 p fiper &
AN R 5 1.348-1.826% 0 a2k A A A F A R A A B gy g
4 & AF P Epend B A 80 1.30% o T Bk A B g gk 3R B R 7
13T 6000 (F "% B & 9000) » 3T im s et & A4 P Al E B BT MO
6000 (F = & % 9700) -

220 AT B ARG Y 2 ARNP B AP B
F 4t o *\ﬁ""“F’ fin ZE AR | AAEP éi*ﬁF‘ﬁq

(No.) 7 (%) 7 £ (%) B2 (%)

1 (NF) 0.617 0.985 1.602

2 (NJ) 0.624 0.828 1.452

3 (NR) 0.648 0.939 1.587

4 (CA-1) 0.751 1.075 1.826

5(CA-2) 0.637 1.065 1.702

6 (SC) 0.542 0.806 1.348

7 (SE) 0.631 0.801 1.432

8 (ST) 0.517 0.938 1.455

9 (SU-1) 0.642 1.123 1.765

10 (SU-2) 0.637 1.118 1.755
T35E+SD. | 0.625+0.063 0.968+0.126 1.592+0.189
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% + VLADIMIRIAE RADIX

¢, . Common Vladimiria Root

D& G F 4 Compositae {4 "' A 4 Dolomiaea souliei (Franch.) Ling

% £ "Mk 4 Dolomiaea souliei (Franch.) Ling var. cinerea Ling 2_ 32 % 12 -

(=) ¥ &R [F522 1] (A F2L 5 =252 2018)

sy
N N N

Ve

~ o~ o~

— P AERA30g BHCET o4 fI0mL > 42
AARIF 30 248 Hreo 10 248 Bk PR TR &S
iR e

[P 2 2] (¢ B4 3 £ feFEL 2015)

— B A Sd A 2.0 g0 4o @20 mL o A2 A AJE 20 4
b 0 iBig 0 Jmik kS *fﬁ_J.% » 7% A4 T iR 10 mL @ 2 0% f%
5t &SBR

[F2>23)(p %)Y

— AP A 10g BadcF Y o e @10 mL A2
IRF 30 A4 e 10 A4 iR 0 PRR (TR R SR
iR e

LR Bk F ‘= A Ay (Costunolide) % 2 & + % P f

i’%‘ ;% (Dehydrocostus lactone) ¥+ PB &2 5> 4 " fE ] & & 1mL 3
1.0 mg e e > 15 5 $ AR &% 0% -

% & H HPTLC silica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm % 10 cm

BB &l [BERA1] (47 #4£ 5% 222018)

—t e lopefy TR (15:5: 1)
[EEH 2] (47 2L %-9% 2013 ¢ F4 A KR
#2015V
—T ¥ o (190 1)
10ecm %X 10 cm ~ 20 cm x 10 cm
B OERREALTIGg ISA4m> P iTER > BERIEHE Ecm -
Bd &tk 12 10%Fnfk ¢ % 0% (H2SO4/EtOH TS) 5 14 0 105 °Ce 4

IEHES oo T RERHT RAR -
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Z S FEAZEARE
# 5% P g : 109/05/05
10 $H% & (RH) © 65%
8 B (RT) : 26.3°C
[EBH 2] (L4° L5 -452013; ¢ £4 3£ foREL 2015)—7 ¥
e phe fig (19:1)
—HPTLC 10%#nfi/e fEAE ¢ 57 Bk !

123456789101112131415

—HPTLC 10%F:fie/ o ARbg d 14 % ¢ %(365 nm)# !

L 0 W SR 0 P I

K% R LISER o
1-2-3 A A5 Fg (1.0 mg/mL) 1>2>5ulL
4-556 4 & ~ 4 P fz(1.0 mg/mL) 1-2>5uL
7:859 W smiain 3 (552 1) 12254l
10> 1112 a3 [5520% 2] 1>2>5uL
13-14> 15 ¥oiam 3 [5820% 3] 1>2>5uL

ERFIE IIAZTZ2HRERR Y ”ﬁ‘”\r%ﬁ—"t’*ﬁq'*‘é)‘l’\ﬁq hd g AR
fig > d BB E TR AFE R it [F2202 3]
ZREAE ARG PR SRR Lyl 2 i AR P iR SRR Lul o
s [F5 3] 2L



ZBEAREE
F 5% P 109/05/05

¥ B RH) © 65%

£ B (RT) : 26.3°C

[ER#H 1)J[EEH 1) (%7 L 5 =218 —r et e pef: ¥

it (15:5:1)
[57= 2 3] (p 7B %)—HPTLC 10%Frfik/c FRAEd 157 Lkt (4

P Ao ReE S 047 4 & A4 P fia ReiE 5 0.51)

[55=2 3] (p 7B %)—HPTLC 10%Frfit/c fehg d (5% ¢b %£(365 nm)

N(AAEP g ReE S 0470 £ & A4 P fig ReE 3 0.51)




[EBH 2] (L4 FL 5 -%2013; ¢ F4 3 2 fe@EL 2015—7 ¥ :
e phe fig (19:1)

[55=23)(p 7B %)—HPTLC 10%Frfe/c el d 57 Lk (A F
RAyRAESE 0372 & A4 pNag RAE 5 0.44)

[ 552 3) (p 7B % )—HPTLC 10%Fi /e fEdE ¢ (4% ¢b k(365 nm)#
di(AFUmp By ReE % 03704 & A4 g ReiE % 0.44)

1 : Blank

20 AAEP Fy
3123 A% Mg
4>5: mEBIR3
6 : Spike
EHRAE A [FE 23] 22 [BREH2) BEREET  d 200 ek
FRED A b oo R Y B 5 R 20132 [ERA 2]



o BREER

5% P 1 109/05/05

0 4i% A (RH) © 65%

i# & (RT) : 263 °C

(2B 2) (447 4 54K 2013; ¢ 4 A £ fe@&FL 2015) —° ¥
e e fia (19:1)

[55=2 3) (F AR%) —HPTLC [%®>#3)(p #@%) —HPTLC
F LR ¥ 2k % (365 nm)¥ o)

[55=23)(p AB%) —HPTLC [ 5= 2 3) (p B %) —
10%#nfe/e RBE 4 47 Lk v HPTLCIO0%Fnfk/ e ff & & 16 % %
(365 nm)#& v

1 : Blank

20 ABogp
fia
3:4 844

N
(9)]
i3
P
e
¥
S
w

6 : Spike



BRBLES N 10%FEE/e FRATS (50T Lk A b L(365 nm) AT 0 %
PR A2 GEA



EA L 2o
F 5% P 109/05/07
%% A (RH) @ 54%
B B (RT) : 25.4°C
[ A 2) (44° 2 545 2013; ¢ F4 AL fc@EL 2015)—7 ¥ :
L pLe fig (19:1)
[55~=2 3] (p (7B %) —HPTLC 10%#:pe/ e fif B 4
(1) 10%Frps/e FRbgd (57 k4 O

(2) 10%Ffie/e Fakgd is % ¢ (365 nm) !

Blank 8:9 | & &i%i%& 3(NN)
2 A 4P fia(1.0 mg/mL) 10 - 11 | #& &% % 4 (NR)
4 & &4 P fia(1.0 mg/mL) 12513 | #& &% % 5 (CAl)
4>5 | &% ik 1 (NF) 14 Spike (¥ &% i 3)
67 | &%k 2(ND)




[Zma2) (£ 8L 5 - 9K2013; ¢ F43ELfe@FL 2015)—7 ¥ :
e fee fia (19:1)

[ 522 3) (p 7B %)—HPTLC 10%#2 e/ f% 5 4

(1) 10%Fipe/e febg d 16+ L kg )

i el R R

(2) 10%Ffie/e Fakgd is % ¢ (365 nm) !

1 Blank 8°9 ¥ &% i 8 (SE)
2 A 4 fig(1.0 mg/mL) 10 - 11 | & &% % 9 (SG)
2 & A% P fz(1.0 mg/mL) 12> 13 | t& &% % 10 (SR)
4.5 | &5 6(CA2) 14| Spike (}& 572 i% 3)
67 |t &idi 7(SA)

BEFH I FRFL [Feo 3] 25 g Y FLS R 2013
BEA 2] Adpate A F g2 & A A P a0 12 10%FR e/ B AR
3T Rk 2 & eh % (365 nm)T AR o

<



MARFES)
IR el - N - 23 3
# 5% p ¥ . 109/05/07
105 B (RH) & 54%
£ B (RT) : 25.4°C
[2ma2) (£ 8L 5 - 9K2013; ¢ F4ELfe@FL 2015)—7 ¥ :
o e fg (19:1)
[55~=2 3] (p (7B %) —HPTLC 10%#:pe/ e fif B 4
(1) 10%Frps/e FRbgd (67 k4D

e i e e e e e e e

1 2 3 4 5 6 T SCEEESE N )

(2) 10%Fr /e fEhg ¢ {5 % *F £(365 nm)#k !

1 | Blank 8:9 | % &%k 3(NR)
2 | &% 53(1.0 mg/mL) 100 11 | 4 &3 % 4 (CAl)
4 & ~% P (1.0 mg/mL) 12013 | k&3 % 5 (CA2)
45 | &5 1 (NF) 14 | Spike (3 &3 i 3)
67 | &R 2N




[Zma2) (£ 8L 5 - 9K2013; ¢ F43ELfe@FL 2015)—7 ¥ :
e fee fia (19:1)

[ 522 3) (p 7B %)—HPTLC 10%#2 e/ f% 5 4
(1) 10%Fipe/e fehg d 16+ L kg )

1 2 3 4 5 6 7 EEEECESIC RIS )

(2) 10%Ffie/e Fakgd is % ¢ (365 nm) !

1 | Blank 89 | ainik 8(ST)
2 | A g (1.0 mg/mL) 10+ 11 | # &3 % 9 (SUD)
4 i ~% P (1.0 mg/mL) 1213 | #& 575 % 10 (SU2)
45 | &3 i% 6(SO) 14 | Spike (#& 573 % 3)
67 |t &i%i% 7(SE)

BB R N E







