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1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (150 mm x 4.6 mm, 5 um)
2. #pLAE 1 UV225nm
3. ;i ¢ 1.0 mL/min
4. FHE R 1 35°C
5.2 ~% 1 10uL
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2. ¥ RAE UV 225 nm
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(=) EABEE L RR
DL R o JI* HPLC 2B i 2 ehE 4f a4 » AR 0p i 2 4
AAP AT AP R L 2 B 5 1.70%2 1.95% 0 394k Mgt 4R R
oo AREP FaEd d AR P24 ) P R R AR A N G
1.46%%1 2.03% » %1 LB » 975 REAILINE 24 ] PR A0 RlE
LB

(~) BipHE' s LB Gk
AA T R T L 1.0 pg/mL (BT ) £ &L 5.0pgmL(Bl=) o
2 E AR PN REL S 1.0pg/mL (=) £ &5 5.0 pg/mL(F ~) -
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Bl= ~ 24 A4 PPz WREVETE B~ 23 AP a2 LEHIK TR

I~ R RRERASTT

o iRl P , PR " - Rak T
kB R.S.D. (%) kB R.S.D. (%)
HHRE (=5 50 pg/mL 0.22 50 pg/mL 0.96
g4 (0=5)] & &%k No.l) 1.70 % &% ik (No.1) 1.95
B (n=6)| ¥ &% (No.1l) 1.46 & &% 7 (No.1) 2.03
W pHE T (n=3) 1.0 ug/mL - 1.0 png/mL -
TE &' (n=3) 5.0 ug/mL - 5.0 ug/mL -




(4) Wb w T R
AFmp gL da e w e L 96.7% 0 APHEE B L G 2.64% (% 2) 0 2
TAEP AT o b v e S 98.60% 0 AR HHHEIE B L % 0.56% (% =) o

e L

5 BHHEE | 3 E | rE | BEFE | wicF |[Tiwfd | 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
Fo 0 2T AE P e o
ou |FPHE | G3 2 |9r® | M@ | vk 2559 fck | RSD.
T (@ (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




() 287 § 437 2RIT
104+ " AF B2 7 R TEFEE &) ok N 97T 0 AR e
£ % 0.603-1.289% - 4 & J:\zgp\ﬁquﬂ % 0.855-1.195% » k7 ‘o pt iy 2 &
iAA P A R 5 1.464-2.513% 0 ik AR B RS A A A S g
2 & AE PP B A F 0 1.30% o LR Bl A A S Fak i 3 R A
13 6000 (F % iE 5 9600) » Eihir Bede 2 & AA P A g B R A O
6000 (F % & % 10000) °

R A RS LSS T LSS N T

4} B RSP fig ZE AR | AP 2L AR,
(No.) z (%) 7 2 (%) 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 1.386 2.513
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 19 4S.D. 0.758+0.246 1.069+0.155 1.827+0.401
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P10 7 & A A fe &B R & 10 pl i 4k o 247 UPLC 4p % Bl3#
SR o
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R4 & C UV 225 nm 4. FHE R 1 35°C
it 1 0.4 mL/min 5.4 >% 1 1.0pL
# oA -
P& F¥ (min) & 3% (%) 0.05%F fi& (v/v, %)
0 10 90
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10 23 77
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17 80 20
18 90 10

AN A

23 A4 P

e

0.100

=
=

0000 J * é J‘gi—F[ ﬁzl \ 0 \‘
[ UL J‘ﬂ‘v M"\.,\_.,/J‘ LU VOIS OO " YOP SR ‘\,‘ kw'vf‘%“ﬂ ™

0080 ﬂ
8 |

o ML e

é——
=

R NN WP W00, Oy e |\

0070 wﬁ»
Ji J\Wwwwj

0.060-
el
A, SRV YN N PP ) U

0,050 ‘ | \\
‘ \ | |
c“‘ ‘\ ‘A\,vdk,,wwr‘wmuw‘www«u‘ ) \MW'W”/ i
0,040
4
0,030 |
3
0020 - : ;
| LJJL
0.010-] N MWM‘WJ
000 A

L B B L L B B B B B B B
0.00 1.00 200 300 400 500 6.00 7.00 800 900 10.00 11.00 1200 13.00 14.00 15.00 16.00 17.00 18.00

Minutes

B4 ~ 103 A4 &4 2 UPLC 4p & Bl



(+=) FFSAE 5 fard & »4 Mgz UPLC A 47
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Bl ~ AB5F a2 4 A4 P FatR i 5057k 2 UPLC & 47 B
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(Lw) Agapfgena 338~ A3 By e
A 38 D CisHoOo 5 A F & 0232315 %58k 1 105-107°C 5 8 & s &k o

(+3) *Fup fintis 1

(L =) A% figsh 'HNMR B3#

YHCB-85-1_Me0D_B00
2016/05/2a

==

L

[
\-\‘
—
—
—

il

— — r T e CTPRRENTIET DL T PP PR Tk J

6 5 4 3 2 1 ppm

et e Rt i v e v I
2.86 35.305.11 2.78  6.25 3.54 8.5
2.78 3.42 8.51 3.87 s.05 11.%84

B+ = ~ &4°5 figen 'H NMR B3 (CDs;0D)



(£ =) A%y figsn 13C NMR )3

YHC8-85-1_MeOD_600

2018,/05 /23
g SRR H sgRisgzoes 83 23
~ B B E = H:‘:E:s:gﬁgl a5 a8
Vi @ foW
‘ 1
L I e e B B e T T T T T A T T T T
160 140 1zo 100 a0 60 40 20 ppm
B+ =~ A{Ep fgen 3C NMR [l (CDs;0D)
(% ~) A4UTF fai ELMS B3
Thermo DSQ 1l 5/26/2016 3:21:27 PM C:\Xcalibur\data\MJ Don\2016\YH-C8-85-1
EIMS
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-, ‘ ‘
E 55 5318 67.19 9113 105'1;9‘
3 |
< 50 77.12 | |
245 | ‘
% 403 i %21 | 121.23
© "7 8518 | 1
3 R | .
30- | es.18 I 5 ‘ I [M]
25 f | L 12022
| - L ] 120,
A T 23226
| I ! : ‘
| ] | | 151.22 175.26 217.28
Il O ag| 10028
1 b ‘ ‘ I | 20429 233.31
Hillhy OO bovebpebbire I ——
160 180 200 220 240

miz

Btz ~ &% fpe EL-MS B #



(L4 ) ~4’=p g FTIR B#

50

40

8

%Transmittance

|
i
S .\l
<

20

1439.25

1

2937.19
1311.75
1137.31

968.15 g53.30

|
104 |

-
=]

g

=104 i

1183.18
995.07

-20

301

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

B3 ~ AFayp fg e FTIR B3

(= &) *A5p fash UV Bl#

11.767 Peak 1
1204.4

A
o
5
W
9

] 329.1 358.6 376.8
0.000—

T T T T T T T T T T
200.00 220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00
nm

.

B =~ Ay fgep UV Bl



Do) RA athE RS

A{USF fig

F4 ~ AFUp Fpend ~ BLIYF 245 (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 (brs) 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.
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Sz HE AR
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YHCE-B6-1_M

s et i —_ s vl e v s s el —
a.07 3.97  7.54 2 4.12 4.45 8.82
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—
T
L

B+ - -3 &~4%pfgeh '"HNMR Bl3%(CDsOD)



T ) % i A% 1°C NMR B3

R
i IERA S e
J ) léﬂ ‘ l.lllﬂ 1‘2“ INHITR 1&0 I 8‘0 ) ‘ GIU I 4‘“ ‘ Z[D i ppl‘lI
B~~~ 4 & A4 P faeh 3C NMR B3 (CD;0D)
S L) 4§ A4 Py ESIMS
Finnigan LCQ 5/30/2016 12:50:03 PM YHC8-86-1 E:\DATA\Don, Ming-Jaw\2016\YHC8-86-1

ES\MS ;
YHCB8-86-1#50-02 RT: 0.74-1.34 AV: 43 NL: 8.18E6
T: + ¢ ESI Full ms [ 150.00-850.00]

100-

95—

90-
85—

[M+Na]*
80

/

70
65—
60—
- 284.40

50
45 [M-i‘H]Jr ‘

40—
|

Relative Abundance

35|
307 231.01

25 3
E | 330.76 396.38 |
e 185.10 2 | i |
15- om0 | 38509 30085 |
10 ‘ ‘ \ ‘ | ‘
- 156.99 19504 ‘ 300.94 348.64 I .| 42856 46715
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L) 2 E AR EE RS

TN ES Iy

2L 2 EAEPAgend AL 245 (CDOD)

position ou (600 MHz) oc (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.



AR (FH A4 )TLC

Be oz A

4 & 7 7 1 VLADIMIRIAE RADIX

# < % ! Common Vladimiria Root

A R A&EGHF Compositae €4 ' A 4 Dolomiaea souliei (Franch.) Ling
A £ A% Dolomiaea souliei (Franch.) Ling var. cinerea Ling 2_ 57 12 °

- 3

(-) ¥ &3 [Fp-=21) (2487 2 5% =5 2018)
— P AEH R 30g BAsE Y o e iR 10mL 0 A2
AR 30 A4 e 10 A 480 Bk PRIk TR RS
i o
[5B22)] (¢ 24 3£ {cHZEL 2015)
—B A ik Rk 2.0 g 4e e B 20 mL o AZF R ASE 20 4
48 @ik iR RHELIC 0 AR T B 10mL # 2513
RSB o
[F3= 23] (p FRH)V
— P AEk R 10gy Bas g o e iR 10mL 0 A2
AR 30 A4 dre 10 A 480 Bk PRIk TR R SS

iR oo
(=) #Hm®iEEE B A F ' N fy (Costunolide) 2 4 & » % P fig
A % (Dehydrocostus lactone) ¥+ P& $&8 5. » 4 ¥ A ] ¢ & I mL 3

1.0 mg e % » 17 5 $HRIRE 3R -

(=) # & + HPTLCsilicagel 60 Fas4> 10 cm x 10 cm ~ 20 cm % 10 cm
(=) B B & [EBRA1] (%Y 2 % =K 2013)

—Ir e CECE TR (155101

[ERA 2] (247 L 5% 2013; ¢ #4354

Z¢ 2015V

—T ¥ e (190 1)

10cm x 10 ecm ~ 20 cm X 10 cm

B OERREALTIE ISA4m P 7ER > ERIEHEScm -

B d &A1 10%F5 s ¢ fF R 0% (H2SO4/EtOH TS)¥g 75 14 > 105 °Ce £
DOEH RS Fa 0T Lk AR -
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!
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—~ o~ o~
sy

N N N
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S FEEEZ RRBRE
¥ % p ¥ 109/05/05
#0445 & (RH) © 65%
i B (RT) : 26.3 °C
[BEa 2] (£47 FL 5452013 ¢ &4 AL fc@EL 2015)—" ¥ !
e fae fin (19:1)
—HPTLC 10%F:fk/2 flgd (57 L kth )

12345678_9 101112131415

—HPTLC 10%Ffi/c fikg ¢ 15 % ¢+ %(365 nm)# o

i i T 5 (i 2 B

P ¥ P
1-253 * % s Aa(1.0 mg/mL) 1>2>5uL
4:556 3 &+~ 4 (1.0 mg/mL) 1>2>5uL
7:8°9 B r3[F222 1] 1>2-5uL
10- 11012 | #e&3%3 [F5222]) 1>2>5uL
13:14-15 | #&3%3 [F522 3] 1>2>5uL

EREF R 37fé-zdﬁmp/&v‘ P A»wﬁt'*’%ﬁ*%é R E L S W S

fig > d SBRELD 2 TP REA TR 8 RIQA] 0 g [FB 02 3]
ERBIEC %é"F\ﬁq%ﬂ—Empﬁl L3244 pmtkdEsiznlul
sna [52202 3] 20l



BB ANER
P % P 1 109/05/05
#8042 A (RH) © 65%
i & (RT) © 26.3 °C

[ERH ITIEBA 1] (447 F2L $=9R2018)—n e % e phefy: @
it (15:5:1)

[572~= 2 3] (p 7 B %) —HPTLC 10%#: fe/e fRAE S (47 R ki (k4
PR RES 047 £ & A4 PN fig RAES 0.51)

[ 52~ % 3] (p 7 B3 )—HPTLC 10%#:fk/c fRdgd (5% ¢F %£(365 nm)tk
(A BNy Ry S 047 2 & A4 P Ay ReE 3 0.51)




(B BA 2] (447 H45 9520135 ¢ LA fe@EL 2015—" F
Cpee g (19:1)

[ ;; 3] (A 73 )—HPTLC 10%# /2 fRBE 4 (57 L %4k (44T
MEg RFES 037023 A3 P[5 ReiE 5 044)

i
!
'
"

[ 5522 3) (p (7B % )—HPTLC 10%#:fe/c AE4E ¢ 15 % b %£(365 nm)tk
MRS A RAES 0370 2 & A4 Mg ReE S 0.44)

1 : Blank
20 AAEP fy
3:3 @ AN
45 %R 3
6 : Spike
FRAE AR [FB323) 32 [BEEH2) BRIEET - d 204 3o
S P oaaEhiR b oo Y F Y B ¥ -k 20132 [BERAE 2]



LD X S T
¥ % p ¥ 109/05/05
1 %% & (RH) : 65%
i & (RT) : 263 °C
[EmH2) (447 ZL 5 -5 2013; ¢ F4 A2 {eFEL 2015) —7 ¥
e g (19:1)
[53 3] (p @ %) —HPTLC [¥®:23)(p ## %) —HPTLC
kR E 0h & (365 nm) )

[55=2 3)(p "@%) —HPTLC [ 5=i2 3) (p AR &) —
10%r /e fRAF 4 167 Lkde 91y HPTLCIO0%ARfk/ o 5 AF 4 15 % o %
(365 nm)¥& v

!
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l:Blank 2: i_\éng—F\ ﬁ;‘]
3iAEAARM 405 Hh i 43
6 - Spike
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I~ 3R RERR
F 5% P ¥ 109/05/07
1045 & (RH) @ 54%
& (RT) : 25.4°C
[Bma 2) (487 BL 5§ -0 2013 ¢ #4 AL fe@BL 2015)—7 ¥ :
e e fig (19:1)
[55~= 2 3] (p 7 %) —HPTLC 10%F:fik/ ¢ fi} &7 4
(1) 10%Fefia/e FRAEd (67 R kig

(2) 10%Fnfie/c 5B & 14 % #F %(365 nm) !

Blank 8:9 | &% % 3(NN)
2 A5 fig (1.0 mg/mL) 100 11 | #& &3 % 4 (NR)
4 & » 4 P fa(1.0 mg/mL) 1213 | #& &% 5 (CAl)
45 |t &%k 1 (NF) 14 Spike (¥ &% i% 3)
67 | ¥ &5k 2 (ND)




(&R 2] (447 F45-9%20130 ¢ FL AL frRFL 2015—" F

e e fig (19:1)
[fﬁﬁw‘v ;; 3] (é i ’ﬁ)—HPTLC 10%F: fe/ v fs Bg 4

12 3 4 5 67 NNC

(2) 10%FEps/e FEAEd 15 % ¢ Uc(365 nm)%ﬁ

Blank 89 ¥ &% % 8 (SE)
2 A% 5P fg(1.0 mg/mL) 10 11 | ¥ &% % 9 (SG)
3 & ~4 P fa(1.0 mg/mL) 12> 13 | #& &% 7% 10 (SR)
4-5 | &5 6(CA2) 14 Spike (& &% i% 3)
6°>7 | &5k T(SA)

BHBEZR U FRF2[FE323) 2N LR L% 2 K 2013
i[fﬁ'P"*‘ﬂJ2]/’>%ﬁ*’#ﬁ**\é TR fg 2 E AP fadiE o 2 10%AE/ T B R

§ {83V Lk 2 ¥ k(365 nm) T AR E o
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F 5% P ¥ 109/05/07
1P 5% A (RH) @ 54%
8 B (RT) : 25.4 °C

[ERH 2] (L7 F8 552013 ; ¢ £4 %2 foR &2 2015)—"7 ¥
e e fig (19:1)
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e e e e e s e et e
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(2) 10%Fn /e s B8 4 14 % #F %(365 nm) !

1 Blank 8:9 | &% % 3(NR)
2 A % 5 A (1.0 mg/mL) 10> 11 | #& &% % 4 (CAD)
2 & A4 P f3(1.0 mg/mL) 1213 | &%k 5(CA2)
45 | ¥ &% R 1 (NF) 14 Spike (& &% i% 3)
67 | ®w&Bi%2(N))




[Ema2) (44 F2 5-9K2013; ¢ 4 AL fo@EL 2015)—7 ¥
Lt (190 1)

[ 522 3) (p 7B %)—HPTLC 10%#: e/ fs 8 4
(1) 10%#rpe/e frbgd 67 L ki )

B L s e e

(2) 10%Fefa/e BRBE 4 14 4 7 (365 nm)i& !

Blank 8:9 | &% 8(S))
2 | &A% Tp fia(1.0 mg/mL) 105 11 | # &3 % 9 (SU)
% F k% P (1.0 mgmL) 125 13 | # &3 % 10 (SU2)
455 | & &% % 6(SC) 14 Spike (# &% i% 3)
67 | k&% ik T (SE)
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