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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 (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) °

? A% (HPLC grade)rt-p >+ Merck °

(=) B g
1% 5k B ‘5 fg(Costunolide) ~ 2 & * 4 p fig(Dehydrocostus lactone) » B
AT LA P AHERGT AT o B 8%} o
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(-) G ¥ irn
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AR T AR (54 & 300 W o 4 & 40 kHz) 30 4 45 > 12 No. 1 jg KB
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» B AT /IQ#E@*?@(HPLC) s AR E L E B2 B R AR T e
2 A AP MBS AE G R EREANG A

(Z) REEPIHGTR
AR SE RGBS 20 RiF)H 030 § SomL g o
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1. B AP A F 5 fa 5.0mg » 4 10mL 77 &% | mL 3 A4
F Fia SO0 pg sFrifJb S8 i 0 5007 AR S0 pg/ml A B 4R
r%?%fl °

2. WrREHPRE EE § APy 50mg’ 4 10mL ch? a4 ImL 544
A4 M i 500 g eih I SRR B 0 K040 IAFR D S0 ugmL 1
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£ P~ 10 uL » )i » HPLC i {7 2 & A 7 > I * &8 52 % 6 i (y #)
foth b 52 kR (x )i AT 0 F KPR M2 S 2N y=ax +b &
R

2. WA Pd & A P gt S % 5% i (500 pg/ml) > v T AR AFRE S 2
2 & ARP A B E 250~ 100 ~ 50 ~25~10 ~ 5.0 pg/mL B IE 502 % o v
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vrp B B R?
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T rAGUELRERL 5 =3l PR kR 0 TR HRIEIIR
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() i her ek iask
1. E"b TTAREP g EARE B RS o BREHP5 0.1g & W4
> 1mL Ak £ U5 P fqia % (0.85mg/mL): ¥ # ¥k 505 i ELE 2 2 3 TR 2o
2. AR I EOARERE RSB E P REREHERH01g0 A
ser ImL 2 & A4 P AR iR (1.0mg/mL) » ¥ 34k &3 R Bl & = i & TR
T o
(+ - ) HPLC % #7i% &
1. % +7 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (150 mm x 4.6 mm, 5 pum)
2. ¥ Bl £ UV 225 nm
3. ;i ¢ 1.0 mL/min
4. FHE R 1 35°C
5
6

LA~ 2 1 10pL
##Ap -
P 1 (min) " fi (%) k(%)
0 35 65
20 35 65
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" % 1116807 1235099 V
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2.8 RERLZE AN O E A R ITRE G F0F BE(Y)TE ISR E
B2 5 y=14938x +23513 » R2=0.9998 » &7 ik & A 5.0-250 pg/mL +
LAF e R (Ble ) -

4000000 - 2EAAM
3500000  y =14938x + 23513
3000000 R2= 0.9998
4 2500000
= 2000000
1500000
1000000
500000
0
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k& & (ug/mL)

e ~ 24 +~% P2t ERE

2 AREP B L AP AL R E R AR

i RAR I 5 V& B (ng/mL) ML w b A7 5 R?
s By 5.0-250 y =20800x - 2208.9 0.9999
23 A4 P 5.0-250 y =14938x + 23513 0.9998
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@ 5% B or 0 1% HPLC 2 @lﬂmﬁt?&wwmv’ EENY
AR I R A2 AR HERE L A W G 0.22%%7 0.96% ¥ah k Bif * B R
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(=) EHHER UL RS
WL EET 4% HPLC 2.8 i 2 hF 41 a4 > A4 0p g4 &
AR PP E AT 2 AP EHERIE L 2 w5 3.75%87 2.58% otk Sip v B R
Roo AP Aqrd & AP Fate 24 ) PR FE R A2 APHERE AL B 5
2.36%%2 1.25% » %1 LB ] > FATH HREAIZM A 24 P PR A 0 AR
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(~) #rHEE LR
ARG Fa WRESLE 1.0pug/mL(RT ) TEHEE 5.0 pgmL(B=) -
2 F AP A RHEL S 1.Oug/mL(B =) L8185 5.0 pg/mL (B ~) o

o ARG fig - ARG fig
2 002 / 2 oo /

000
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. 2002
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0 M 40 60 B WO 2O WO B0 180 20 o 2 e s s 1m0 mm w160
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0000
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Bl= ~ 23 A4 Mfaz BRHELE1TR BN~ 23 AAP ez LEERIK TR

I~ &S YT

o AL fi 43 AP Ay
L RIR , »
kR R.S.D. (%) kB R.S.D. (%)
#®mAE  (n=5)| 50 pug/mL 0.22 50 pg/mL 0.96
£4F (n=5)|# &% % (No.5) 3.75 & &% i% (No.5) 2.58
£zt (n=6) | &% % (No.5) 2.36 & &% 7% (No.5) 1.25
R (n=3) 1.0 pg/mL - 1.0 pg/mL -
T2 (n=3)| 5.0 ug/mL - 5.0 pg/mL -




(1) Htew e F 3%
AP S B v e b 97.0% AR SR L D 0.59% (R ) - 4
i #‘é F\ ﬁ;}llié’jré["}'b]:t—ﬁ é 985% ’ *B‘%J-*%‘—)g%g;é 025%(%\ . ) o

S R R

o |FPRE | 3R e RIER e FO F | RSD.
6 (mg) | (mg) | (mg) | (%) (%) (%)

1 0.1 0.8776 0.85 1.7095 | 97.87

2 0.1 0.8776 | 0.85 1.6989 | 96.62

3 0.1 0.8776 0.85 1.7055 | 97.40 97.03 0.59

4 0.1 0.8776 0.85 | 1.6994 | 96.68

5 0.1 0.8776 0.85 | 1.6986 | 96.59

%:\égﬁépmﬁﬁ?ﬁ$

. BHFL | 72 |2 r2 | BEE | wicF |THEwF| RSD.
(2) (mg) (mg) | (mg) (%) (%) (%)
1 0.1 1.0243 1.0 | 2.0128 | 98.85
2 0.1 1.0243 1.0 | 2.0095 | 98.52
3 0.1 1.0243 1.0 | 2.0084 | 98.41 98.46 0.25
4 0.1 1.0243 1.0 | 2.0073 | 98.30
5 0.1 1.0243 1.0 | 2.0065 | 98.22




(=) £#3 6447 LT
10444 4 BH2 7 RRI LS % (GTH &) o ~ 977 2B faehd £
= 0.857-1.666% * 2 & A4 Mg £ % 1.058-2.017% > 5y ﬁa*’é 2
AR P At B 5 1.94-3.683% 0 3k AR Ehtip R A ARG fying £
B0 0.6% © EHRAE FHI RS A AR P L5 AF Pt B4 @
Lt 1.30% T8 47 Hodk kAU fgal 3R B R KT 6000 (7 % i 5 9000)
Wk B3 @ AR P gl g 3B A M0 6000 (F %F E 5 9800) -

AN LHT L AR RS ARGP B L A RPE 2
B4t ARG fig ZE AR | ARSP RS A AN
(No.) z 2 (%) z £(%) BE (%)
I (NF) 1.032 1.644 2.676
2 (ND) 1.164 1.453 2.617
3 (CA-1) 1.161 1.503 2.664
4 (CA-2) 1.104 1.445 2.549
5 (CA-3) 0.882 1.058 1.940
6 (CD-1) 0.962 1.440 2.402
7 (CD-2) 0.866 1.502 2.368
8 (SA-1) 1.006 1.725 2.731
9 (SA-2) 1.666 2.017 3.683
10 (SG) 0.857 1.381 2.238
T 327E4S.D. 1.070£0.239 1.517+0.248 2.587+0.487
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P10 447 & A R SRR
BT o
& +7 ¢ * Thermo Syncronis C18 Column (100 mm x 2.1 mm, 1.7 um)

& 10 pL &tk - 2 {7 UPLC 5 & Bl# o0

¥ipAE UV 225 nm
it ¢ 0.4 mL/min

4. FHER 135°C

5.
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(+=) FRFSAE5F fard & »4 Mgz UPLC A 47
OGP 2.82 87 322 M ABAAS WEE T AR A L d AR Ny
i Sl A (R ) o

o3

Jwoh w/e = -
LEEF #‘éq—FQ 2@ AP

g 010 /
005
[l nly
T T T T T T T T T
QL0 1.00 2000 300 4.00 S0 500 T &0 200 10.00

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

(+=z) 7 &+~%dH&2 UPLC 4 17
RGP 2.83 8 323 A b BT AR ST AR faEd
FAAPFaci i (B - )

0.10
] Jzogl w/E 2= =
0.08 iﬁ P fa 33 ﬁ»é M fig
0.06 \
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"l

/ﬁ

-
jﬁ FHAL O
J _J; L

1 - - o T — T . -

6 5 4 3 2 1 ppm
] et o b Rl S e
2.66 39.303.11 2.78 6.25 3.54 8.59

2.78 3.42 3.51 3.07 9.05 11.%4

Bl = -~ ~%'5p Agch '"H NMR B]:%(CDsOD)

(&= ) AFgp fiash °C NMR Fl3¥



YHCB-85-1_Me0D_S00
2016 /05,23

172,860
142,735
= i4z.042
138.382
_,-128.503
83.862

“_127.879
120,204

| 1L

29,032
—27.105
. 17.483
—_15.380

T T T
160 ia0 120 100 -1 60

Bl = -~ ~% 5 g PC NMR B]:#(CD;0D)

(+ ™) A5 faen EI-MS Bl 3#
Thermo DSQ 11 5/26/2016 3:21:27 PM
EI-MS I o N
YH-C8-85-1 #105-106 RT: 2.86-2.88 AV: 2 NL: 3.71E7
T: + ¢ Full ms [50.00-850.00]

100 81.17

95°

85

80—

75

70

65

C:\Xcalibur\data\MJ Don\2016\YH-C8-85-1

109.20

79.18
|

60|
55 5316 67.19
50 |

45 |

91.13 105,‘]9i
©

| 7712 ]
93.21

Relative Abundance

a0 20

232.26

217.28

204.29 233.31

00 | N

ppm

miz

Bl e~ AFp figen ELMS B3

200 220

T
240



(4 ) A4'5p faeh FTIR Bl#

100 ™ \
b /""_/ f\'\\ yaal
A / | i
i \\ \ [ i [
i 1,
80 \ | | :
1 | | i
1 \\ 1 |‘
70 \ ) |
\ / |
\ |
80 -\/ | |
g. ‘ i :
-
50 § | | i B
! i =
| ! w0 || I I
8 4 | i
2 ] I g ({1 i
E | |1 it i i
2 3] i [l L
2 Y I g gl
| | z |wle
i 2 | g S|§ |
20 hE 1 - ml" I
2 [ S '8
S i T 'fé
10 \ = =
| ) ?
| s | B |®
s ]
04 lg Tl 8
:g 2. M~
5 a3
i 3
-201
=30
3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)
L - é Jmeql EmE g =3
BlL T -~ A%%p fgeh FTIR B3
- _L ) é Jwe oy FE s
(= 5P feh UV B3
11.767 Peak 1
=204.4
0.060—
0.050;
0,040;
2 0.030;
0.020;
0.010;
] 329.1 358.6 376.8
0.000—
ZOd.OO 226.00 246.00 266.00 286.00 306.00 326.00 346.00 366.00 386.00

nm

Bl =~ ARL fain UV Rl




Do) RA aehE RS

A4S P

Fo4 ~ ARG frend ~ pLTYF 245 (CD;0OD)?

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

Stz iR

T — — T T T T e : T T T
L] 5 4 3 2 1 ppm

—— —t e — o L e e
4.07 3.97 7.54 4.1 14.02 a.12 . 8.8
4.12 4.03 6.67 5.89 8.21 12.97 4.44

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



T) 44 ~% P facn °C NMR B):#

YHCE-86-1_Me0D_§10
2016/05/18

172,380
— 153,464
__151.246
—141.612

120.788
—112.897
—109.314

§7.388

i

T T T TT T T L B L | T T UL T T T T U I 1
160 140 120 100 a0 60 a0 20 ppm

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

-+ 2 ) 4@ AF P g ESI-MS Bl

Finnigan LCQ 5/30/2016 12:50:03 PM YHCB8-86-1 E:\DATA\Don, Ming-Jaw\2016\YHC8-86-1
ESI-MS

YHCB-86-1#50-92 RT: 0.74-1.34 AV: 43 NL: B.18E6

T: + ¢ ESI Full ms [ 150.00-850.00] +
100 s2e [2M+Na]

95— ‘
90—2 | /
o [M+Na]*

80

b€ / i

0 252.97 |
65—

60
- 284.40

| | 480.24 |
501

457 [I\/|+H]+

40- 1
35 \ ‘ 47233 |

304 23101 | |

Relative Abundance

‘ 330.76 306.38 | ‘49554
270.42 ; |
‘ 1 365,09 38085 | | !g 54924
. ' 404.19
| . ‘ | | ‘ 51724 547.15|

(]
d
300.94 348.64 | i 42856 467.15 ‘

I “ﬂ“‘ | |“|\|.w l‘ hlil ‘.‘m|‘ I \I|II|=\||' ‘u Mi‘ | il Ha||w Lsbeall | l\‘H‘ n bl LI.||‘.|. J‘\H 1.”

300 350 400 450 500 550
m/z

5 156.99

[o =R “r"' “,

150

B4 ~2 3 ~4 P facn ESI-MS BlG#
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) 2 & A% AP FTIR B

9€'268  (p'606

—— 72 1P S L
= e 8L yoage

96VEIL  yo'LpIL

_58'SSLL

_£8'1208

A
95
904 !

100

(

T e B 8 2% 88 .8 e

85
80

754
704

SouBjIWISUEI| %

391.3|

380.00

1000
368.4

360.00

341.0
340.00
=

+#

1500

320.00

UV B

'

e

)

=

2000
Wavenumbers (cm-1)
300.00
nm

ARPA

—
280.00

4 i

¥

¥
~

2500
T

260.00

Bl-+ 24 +%pfn FTIR B

3000
é40.06

220.00

200.00

13.433 Peak 2

203.2

3500
0.06—
0.00—

104

(= +~) L a 23UV R



A4 ) 2 E AP EhE R F R

Z Lt~ 3T AFPNFend - AL F 28 (CD;0D)

TRy

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.



* 4 4 ¥ (AUCKLANDIAE RADIX)

- ~HH
PEA TR ALY B ARAETE 103 o

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> # z Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; & +7 "F? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °
ECRHFRS EM A
(=) A
? A% (HPLC grade)rt-p >+ Merck °
(=) &
1% 5k 3 ‘5 fg(Costunolide) ~ 2 & * 4 p fig(Dehydrocostus lactone) » B
PR RAFRRLILGF AT BREY 98%11 1 o

B
(=) B FEPFLTR
AR TR ETARE AR BEH -

(=) BB 5P
AE S B E B il A B

(Z) HBRRESRR
. BREHPEE AL 5P i 5.0 mg » 4c 10 mL e0® &5 1 mL 3 A4
P fin 500 pg ik S iE & A0k 0 X0 P BRAFE T S0 pg/mL W S 4R AR
PR e
BprfipE® md & A4 P fy 5.0mg - 4 I0mL eh? &% ImL 744
AR Mg 500 pg BRI SREE B 0 £ AR S0 pg/mL Bl R

HoE 55 02 -

(w) &3 R
BREFPAEH RGBS 20 505 9%) 9 03 g0 B SO mL e d o #



Fote r 7 AR 40 mL > 42 5 AR T AR (# F 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

U)?P;

/ N

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

(=) wER

1. & '&B"%’é"""‘]"‘ fiath 28 5005 % 75 % i £(500 pg/mL) - 2 7 ARAFE L A
AU g A B 5 250 ~ 100 ~ 50 225~ 10 ~ 5.0 pg/mL B3 SR % o 1 F AR
P~ 10 pL & w72 » HPLC &7 2 & » 47 » I 58 52 % & f (y i)
friRf sz RAf)EFRETF & RiFREINL 22 y=ax+b &
M BB R? -

2. BrgsPed & A P otk SR K R R £(500 pg/mL) 0 T ERAFR S
24 AR PFaA S E 250 ~ 100 ~ 50 ~25 510 ~ 5.0 pug/mL s 28 20A % o 1) b
B 2P~ 10 uL & w72 » HPLC i& 7 28 47 > 1% #8% 22 % & fi(y
) frtf b &2 DR R (x )i FRME Y §F 0 & AR EMRZ 2 AR y=ax+b
i b R #R? -

(=) HgRF%
L ARISP fia s 50 png/mL 2 $ R AR 502 il Ae R 5 44 1 AR fig
S G ff s gt KR SRR E -
2.3 E A Mg s 50 pg/mL 2 $HRRARE SR il ek S 40 1A E A
PR E & A A dp R ROAPEHRE L o

() EABRE R R
1 i B -#7 ARG B R ARG PR REAE 22T
FEE S ARG Y RSB BRI ARG MELE AA P
7 E (%) s dpik o RAApEHREL o
2. AN B - BARE S B A RAZE SR ETRREAE S EWUE A
A SRR AR 024581624 BRI T 1L AP
fatd & AP Aacfil % o ff 5 dpth o ROAREHREZ o

(1) BplE e LR B UGER
1. f p]4&*Y(Limit of Detection, LOD) : #-¢ sk & 2 %ﬂ.,@‘—é} %R A %%'-’rﬁr"? )
ToE RN L =3 L ER > (TR PRI GIE o
2. =& ’f}?; 2 (Limit of Quantitation, LOQ): #-2¢ vk & 2. *fﬂ B m ke 3 ST



TorEEL AR A =101 P2

RR TG T

*ﬁK\IPF B o

(+) ;‘;7]&4\2‘3"13:3:?;4%55;
Looee ok dinp g BAGE SR S B0 5 G RREAESH 0.1 g A5
dvr 1 mL ehAF5p g (0.8 mg/mL) > I FHe SR R WA S E R TR
T o
2.7 wd A AAPMEFENARETBAS o A ERHEERN 01 g0 A
ul4e » 1mL e4 & A4 P Agid e (1.2mg/ml) > ¥ 3t Sn e Wi 2 T
iR
(4 - ) HPLC A 455 i
1. % +7 ¢ - Agilent ZORBAX Eclipse Plus C18 Column (150 mm x 4.6 mm, 5 pim)
2. ¥ Bl £ UV 225 nm
3. wig o 1.0 mL/min
4. FHE R 135°C
5.4~ 8 110uL
6. # & 4p -
P R (min) ? 7% (%) k(%)
0 35 65
20 35 65
(=) 2873 §A440 7 ER T
B0 BEARA T ARG UG R SAR O BE 10 L
@345 HPLC #718 T30 % 6 ff R4 I 2 3 B RS 2455 fa
SIS T I
(+=) ~4# &2 UPLC K {7if i
1. & +7 ¢ * Waters ACQUITY UPLC® BEH C18 Column (100 x 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 ¥ (min) " 7 (%) (%)
0 35 65
10 35 65




I %%
(=) HEEAFEP fard & ~4 Mgz HPLC & 47
NAF T PR 1175 87 13.26 A 4Bk s B R T A AP Brid & AR Mgtk
ok (- ) o

0

o] R
N

3 004

23 AH P

ke sy

1) 200 400 a0 200 000 1200 1400 16.00 1500 2000
Krnas

Bl- > AB5F fa 2 & A4 P gtk 505k 2 HPLC & 47 R

(=) % & ~%4 52 HPLC & 7
SE G ERT 1176 & 13.39 A A WA 7 & 4 5 A BTy A d
TR P (R 2 ) e AF 905 fad 5 (R) S 207 4 £ F15 (D5 101
FEAEPEABER)L 314 HEFF(D)S 1120 5k A aif* 18 &

P\o

ARG fin SR Tk R

5] //
o
0.04
0.021
0'00; T T T I T T T I T T T I T T T I T T T I T T T I T T T I T T T I T T T I T T T
0.00 200 400 6.00 8.0 1000 1200 1400 1600 1800 2000

Minutes

Bl 3 &A% 4%tz HPLC & 17 B

N B bl Tk D Ltk ik i

RSP fiy 23 APy
A L 2.07 3.14

¥ e TS 1.01 1.12




AP i E A P itk B AR
SPRaX)¥E P BATAE & R F B E(y)TE I R E

(z) #E 5+
I 57 PER A%

258 %y =20800x - 2208.9 » R2=0.9999 > & 77 ik A& % 5.0-250 pg/mL
Ak R (FZ) -
6000000 AR fin
5000000 - Y =20800x—2208.9
4000000 R2=0.9999
HE
= 3000000
2000000
1000000
0 ‘
0 50 100 150 200 250
JE & (ug/mL)

Bl= ~ AR5 fia2 & £ 5LH

2. ;;_ /E)iél ﬂ‘é]}\ ﬁ"l (X)‘lif E] }é]%‘?,}iiémfp ek ﬁ%'g’ (Y)HTIE*’ ‘—’r”fﬁz
A FN 5 y=14938x + 23513 » R?=0.9998 » &%}k & % 5.0-250 pg/mL
F ORGSR (B ) o
4000000 | 24 A{ P g
2888888 "~ y=14938x + 23513
i o
= 2500000 | R2=0.9998
.= 2000000
1500000
1000000
500000
0 L L L |
0 50 100 150 200 250
JE & (ug/mL)
Ble ~ 23 A4 P g2 & & SUE
2oy AREp g AR P Aq 2 e B AR 25N
R J& & (ug/mL) ;i w E’ﬁ‘“' A2 5% R?
HEP fig 5.0-250 y =20800x — 2208.9 0.9999
24 AR 5.0-250 y = 14938x + 23513 0.9998




(w) # %R R
FHER A  f1* HPLC 2R i aif B R A4 > A4 Tp a2 d &
AN o R 2 APSHEE X A B L 0.22%7 0.96% Fah i i R R
F\ °

(I) EARaRILMRIR
P LR I HPLC 28 i 2 chE i 2 » 245 g2 4
AR PR E AT 2 AP EHERIE L A ) 5 2.81%%7 2.24% 30k it BB R
PoohBUP A A E AR PR 24 ) PR R AR AR EHRE A U]
3.62%82 2.34% > - L Bl o FOr HREAIT LG 24 L R 22 0 PR
A AR

(=) WRNE'IE T & & GE%
AREP W RETE 1OugmL(BlT ) T E &S 5.0ug/mL(B=) -
F T AP RHETLE 1.0pg/mL(B- ) TEE'LE 5.0 ug/mL(B ~) -

0006 00
K A Y=l B o] .
004 é (S ﬁjE} é Syl g
/ 00 * B ;'”F ﬁ g
2 00 3 g /
00
00001 0]
200
W ; ; ; ; ; ; ; ; ;
200 40 60 B WO RO MO B0 B0 A WM 40 60 80 O Rm u® o B0 8O W0
Vinutes Nines

BT ~ AREP faz BRHEUE 47 R B+~ AR faz TR AR UE TR
oote

2 & AA P 24 AAPp

o o /
"4 :
<
00
0000+

R

0004

AU

R U T T T T T T T T T T T T T
R w4 s b oo WM 50w an

Miutes Viutes

Bl- ~2 3 A4z SRR IEITR BN ~23 AF P2 TERUE 4T H



HZ N RS

T § A5 fin H—iiﬁéwa

kR R.S.D. (%) kR R.S.D. (%)
H®mE  (n=h) 50 pg/mL 0.22 50 pg/mL 0.96
T4 (n=5) | & 5% % (No.9) 2.81 & &% 7% (No.9) 2.24
rEtr (n=6) | & &i% % (No.9) 3.62 & &% 7% (N0.9) 2.34
& (n=3) 1.0 pg/mL - 1.0 pg/mL -
T E &' (n=3) 5.0 ng/mL - 5.0 pg/mL -

(=) ;fliéc?%i?‘éﬁﬁg
AFmp gL kb w et L 96.8% c MHIEE B L S 087% () 4
EARP T R e w o D 98.2% 0 AR BB L 5 029% (£ 7) -

Fow s AEAP Fak e w S

ey BHHL | 32 |[rE | BEE | wiF |[THPYF| RSD.
(2) (mg) (mg) | (mg) (%) (%) (%)
1 0.1 0.8575 | 0.80 | 1.6361 | 97.33
2 0.1 0.8575 | 0.80 | 1.6217 | 95.53
3 0.1 0.8575 | 0.80 | 1.6352 | 97.21 96.84 0.87
4 0.1 0.8575 | 0.80 | 1.6295 | 96.50
5 0.1 0.8575 | 0.80 | 1.6384 | 97.61
2T 2 g AP e v R
Py ZHHEE | 73 E | 2R | REE | micF |[TE¥LF | RSD.
(2) (mg) (mg) | (mg) (%) (%) (o)
1 0.1 12905 | 1.20 | 2.4728 | 98.53
2 0.1 1.2905 | 120 | 2.4635 | 97.75
3 0.1 1.2905 | 120 | 2.4691 | 98.22 98.20 0.29
4 0.1 12905 | 1.20 | 2.4701 | 98.30
5 0.1 12905 | 1.20 | 2.4692 | 98.23




(~) 2% BA445 320
10 A4 452 5 8

£ 4 0.649-1.006% > + & A4 P g s B 5 0.943-1.554% >
AR P A R 5 1.592-2.464% 0 R A A4 AR A ARG faehg
1%")**06% cEHR AR PR A AR
TP ek

\“‘b

N

P

L3 1.30% e /#pmtgﬁtﬁ‘%é
9700)’,#Fm+;:gq;4 §ohA P gl B 4 6000 (2% B 5 10000)e

Tk G S )Ick 2 AT 0 ARG fgih g
RSP a2

FRast & AP it £
&7 13 6000 (F

LA R ARG L AR s RGP g B
Fias [ Awim | AEARR | ARFREITAGAE
(No.) z £(%) z £(%) BE (%)
1 (NF) 0.722 1.162 1.884
2 (NJ) 0.946 1.365 2311
3 (NR) 0.862 1.489 2.351
4 (CA-1) 0.871 1.065 1.936
5(CA-2) 0.715 1.013 1.728
6 (SC) 0.658 1.554 2212
7(SG) 1.006 1.458 2.464
8 (SJ) 0.857 1.376 2.233
9 (SO) 0.851 1.364 2215
10 (SR) 0.649 0.943 1.592
T39E+S.D. | 0.81440.122 1.279+0.216 2.093+0.337

—'a‘vnm*“




(1) HESAF 5P fad & A4 Mgz UPLC & 47
WA G RERE 282 87 322 A& BB AT 4 4 AR P iR
8 mehd ¥ (B4 o

o
Jzogl w/= 4 -
045 #\éq‘}] ﬁjq 'ié%‘éll\ﬁq
g 0w /
s
o
T T T T T T T T T
.00 1.00 200 3.00 400 500 500 7.0 200 200 10,00

B4 > AAEF fafrd £ A4 P fatR 2k 503 % 2 UPLC & 47 M

(+) # & AA4 52 UPLC k& 17
TR 2.81 &2 321 A BB T AR RS AR frd &
AP Faeul g (BlL) o

010
P AR L i 2 & ARy
1I . I;-I-I o a-I- I#-I- -II-II . IE--II 7 -:I 'E|I 1
Minires

B 5 & A%4 52 UPLC & 47
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4 #7710 AUCKLANDIAE RADIX

# <% ¢ ' Costus Root

A& kA& L F 4 Compositae 147 * 4 Aucklandia lappa Decne.2_ 35 43 o ¢ ~
F SRR AR E B SR A G SR
2o

—_ N3 ié

(-) B &3k [F5-321)(1%Y FL5 = %2018)

— A A30g B F Y o e @ 10mL A2
BARF 30 A4 s 10 A 480 Wik 0 PR (T R &I
i e

[5522)] (¢ 4 3 £{cHEL 2015)

— P AhgE R 05g BHsE P o 4P R 10mL 0 A2
A ARIF 30 44 e 10 A 4 Bk PRIk T A KSR
e

[F2223)(p FRE)Y

— AP A 10g BacF Y o e @10 mL A2
AT 30 Ak Brs 10 A4 Wik PRIk T AR
i e

) HRiEER P A 4 % PN Ay (Costunolide) %2 4 & A& 4 R fy

PR Y]

S 7% (Dehydrocostus lactone)¥ P 1 2& &. » 4c ® e #] & & | mL
Z2 1.0mg a3 » 175 $HRERE AR -
=) #& % +H  HPTLCsilica gel 60 Fas4 > 10 cm x 10 cm ~ 20 cm x 10 cm
(=) B B & [BEH 1] (248° FL 5=k 2018; 247 &4 3 X
fr]?«‘lgﬁ— 2015)
—r el oLyl TE (15551 1)
[ERa2] (B44RS EHELER-P)
—-Fvmipeiz (5:01)
[Em#3) (p FERHE)Y
—v ¥ iepe (191 1)
) & B # 10cmx10cm~20cm x 10cm
=) B B ERREALTIHEF IS5A& VAR > BEFIEH E8cm -
) B &AL ™ 10%Frfk ¢ % 3#i% (H2SO4/EtOH TS)H 75 16 » 105 C 4e

Ve

él(‘;]‘. ﬁ%%‘%ﬁ’g /%’—Bﬁ—’ %/\? i,loﬁg“éwj'—r%ﬁﬂﬁ, °



Z S FEEAZEARR
# 5% P g : 109/05/05
10 $H% & (RH) © 68%
# B (RT): 275 C
[EE&3) (pFEg)—" F oo (19:1)
—HPTLC 10%#rfi/e FEAE ¢ 57 2k # )

1 2 3 4 5 6 S T

—HPTLC 10%#: /e fE&E 4 15 % b k(365 nm)# !

¥ ¥ i1 §
1,23 k% 4z (1.0 mg/mL) 125500
4-5:6 2 & A4 P fq(1.0 mg/mL) 1>2:5ul
7829 &R 4 [5F552 1] 1>2>5uL
10> 11> 12 a4 [5532 2] 1>2>5uL
13> 1415 a4 [553 2 3] 1>2>5uL

ZHFEE 3BT RERRY F T ARER ARG NREL T ARR

By > d 0B fRiRC 2 VPR A TR DRI &g [Fe2 k3]
ERWAIE AR P PR SRR LUl 44 AR P RiRE SRR Lul o
Gt [F52 23] 20l




= REARESR

F 5% P P 1 109/05/05
%% & (RH) @ 68%
# R ([RT):275 C
[Era 1J[ERH 1] (L4° L 52052018 &7 Ex A L foHFL
2015)—r e Y%t e e g TR (15:5: 1)
[ 5522 3)(p 7 #%)—HPTLC 10%#rfie/2 fedg ¢ {67 Lk (A 45
MAg ReiE i 0460 2 & A4 Ay ReE 5 0.50)

"2TE
L este st : ____2___3___"1"___;'____:____

HPTLC 10%F:fit/e A BE 4 14 % ¢ %£(365 nm)#

(52202 3] (p FBF)
d(ABE Ay Ry S 0460 2 & A4 P fig ReE 5 0.50)




[BRH2) (a4 p7 EHFEESF - P)—F 72022 (5
(552 3] (p 7 B %) —HPTLC 10%F:ft/2 FRBES 57 2 % ! (*é'{’i
M fa ReE 5 0.54 -ilﬂ\ﬁp\ﬁqul@1064)

[ 52~ %3] (p (7B %)—HPTLC 10%#ifs/2 iR &8 ¢ 15 ¥% b %£(365 nm)tk
(*‘é P\ﬁﬂ f'ﬁ;054 élﬂ‘é]]\ﬁq fIE’1~064)




(& FAH 3] (p 7R PRl ie fiy (19:1)
[5P= 2 3)(p 7B %)—HPTLC 10%#r /e fRAEd 57 ki (45
MAg RAES 0360 4 & A% P fig Refi 5 0.43)

[ 5522 3) (p 7B %) —HPTLC 10%Fifit/c fEhg d (5% ¢b %£(365 nm)
D(AFE Mg RAES 0360 2 & A4 g Reig 4 0.43)

1 : Blank

2: AHEP P

3:3 4 AP

45 &Rk A4

6 : Spike

FZHRAE AR T[22 3) 2 [EREA3) 338 d 300 e fiid ¥ooa
B oo gt p AR [ERAH 3]



T B NER

F 5% P 109/05/05

10 #Hi% R (RH) : 68%

B A (RT) 275 C
[ER#3)(pFRB)—" F e @efy (19:1)
[5952 3) (f " %) —HPTLC [¥%= 23] (p FR%) —HPTLC
G RET ¥ 0k 3£ (365 nm) 4 )

[5P2 3] (f %) —HPTLC [ ¥ 3= 2 3] (p A B %) —
10%Frfe/e FRbgd (67 A XY HPTLCIO0%Anfh/c fRagd 16 % b %
(365 nm)¥& 1V

1 : Blank
20 AFEp

fia
3:4 849

6 : Spike



ERPLR S N D 10%FRfL/e PREE S (50T Rk 2 ¥ b k(365nm) 0 ¥ P A
A A R I



I ~t#rd %R
F 5% P 109/05/07
0% R (RH) : 52%
B A (RT) : 25.6 C
[ER#3)(pFRB)—" F oo (19:1)
[55~=2 3] (p (7B %) —HPTLC 10%#:pe/ e fif B 4
(1) 10%Frps/e FRbgd (57 k4 O

W O O e e e e e e -
S O O O e e e e e -

—_————————eee = emmn SEEP_ SR __GENER . SIS S G . S S . S—_— . — —

1 2 3 A 8910111213_14

(2) 10%Ffie/e Fakgd is % ¢ (365 nm) !

Blank 89 | #53& 3(CAl

2 A % % fig (1.0 mg/mL) 10511 | # 5% % 4 (CA2)

2 & ~% P fa(1.0 mg/mL) 12> 13 | ¥ &3 7% 5(CA3)

4-5 | ®&B R 1 (NF) 14 Spike (& &% i% 4)
67 | ¥ &%k 2(ND)




[Ema3) (p FRE)— ¥ epef (190 1)
[55=2 3] (p FR%) —HPTLC 10%Ffe/2 3 8F 4
(1) 10%5fie/ e FEBES 157 2 ki

- s e - e e s
_____ 1 2 3 4 5 6 7 g o N BRI U

(2) 10%Ffie/e Fakgd is % ¢ (365 nm) !

1 Blank 8:9 | # &5k 8(SAl)
2 A TP fig(1.0 mg/mL) 10> 11 | #& &% % 9 (SA2)

4 & 44 pAg(1.0 mg/mL) 12013 | #& &i3:% 10 (SG)
455 | 4 &% % 6(CDI) 14 Spike (# &% 7% 4)
67 | &3k 7(CD2)

b (365 nm) T ARG i o



*H ()

Aoy Lk f A RS R

# 5% p ¥ . 109/05/07

10 $H% & (RH) @ 52%

B B (RT) : 25.6 C
[ER#3)(pFRB)—" ¥ oo (19:1)
[35~= 2 3] (p 7 # %) —HPTLC 10%F: e/ fi} &g 4
(1) 10%Frps/e FRbgd (57 k4 O

_____________________ __8__ i Bl ]

o el 213 14

(2) 10%Ffie/e Fakgd is % ¢ (365 nm) !

1 | Blank 8:9 |# %3 3(NR)

2 A 45 P fa (1.0 mg/mL) 100 11 | #& &% % 4 (CAl)

4 & &% P fi(1.0 mg/mL) 12513 | # &i3 % 5 (CA2)

455 | &% 1 (NF) 14 Spike (1 &% i% 2)
6°7 |H&iBiR2MN)
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(2) 10%Ffie/e Fakgd is % ¢ (365 nm) !

1 Blank 8°9 | %53 8(S))
2 A A 5 fa (1.0 mg/mL) 10 11 | # &3 % 9 (SO)
2 & A% P fz(1.0 mg/mL) 12> 13 | #& &% % 10 (SR)
4-5 | #®&B R 6(SC) 14 Spike (& &% i% 2)
67 | &%k 7(SG)




