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(- )HPLC ®E 2 k47§ 1+
Agilent 1100 series » ¢ 7 Degasser (G1379A) ~ Quat Pump (G1311A) ~ DAD
(G1315B) ~ Autosampler (G1329A) » Column Oven H-650 (Chrom Tech, TNC.) ;
& 47 % . COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 um) e

(=) 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) °

o RHRERE Ak
(=) 4
T FE(99.9%)HE A ST B SLR F FLD D 5 2 FR(95%) R T X RIEPH R B 5
AP (99.9%) A Ao F Bk AP
(=) BEs
TG+ fig 1T (Atractylenolide TIN)PEp >+ B #1405 A2 5 B R 98%
'l',( __!' o

T~ 3
(=) & B"/A’Q—T—p =
Beh Sk 6 F PP 1.0g B SOmL dE ¥ ¢ 0 BEE L

* TR S T5%P FR S 50%Y fiE ¢~ 75%2 fiE > 50%2 B & 25mL o A2
AR IR (# & 300 W #E 5 40kHz) 30 4 4> & 5 4 48(%) 3000 g) -
72 No.l A ik > P 3 25 mL 2 T B#Y > 4 » B3 % R
#- 3 £ 18 g (Syringe filter, PTFE 0.45 um) > B~ i » {8 o & 4+ [OpL j& »
HPLC > 10 #7R| & 50 £ £ 2 R 20 # P fig B~ % 6 ff 2 B i R %
BB 4 o

(Z) B id BB it
BFEAEPh S R (B 5 20 56 %) 5 1090 B 50mL g § 9 o 5

Fide ~ T5%¢ fR 25mL > A2 4R I 2 (7 5 300 W » 4 5 40 kHZ) 30 ~

& Hs 5 2 48(9 3000xg) 2 NoL g il > Pk A5 1 25 mL 2

TR ALY o4~ T5%C R X % & 4% 3 £ 8k (Syring filter PTFE 0.45 pum)>
B> T o & 4 10pL it » HPLC &A% A £4F F b3 % § S F P



e B I E S ARE R D 0 N N A F g

(Z) #$REESZR
BrfEP-R 8 50 # PN Ay [112.0mg > 4c 10mL ® @l =+ % ImL 3 ¢
i fin 200 pg iRt &5 & 73 0% > 2000 ° IRARf 3 20 pg/mL B # e
f

(z) &3
ﬁﬁﬁ%i%ﬁ%%ﬁ20%ﬁ%ﬁﬂ0g’“wnmﬁwﬁﬂ’ﬁ
» T5%2 ik 25 mL > 423 3R i ASL(# & 300 W » 45 & 40 kHz) 30 4 48
oo 5 A 45(5 3000xg) > M No.l g AiBig » Boipi 0 AN €45 %5~
1= &E R > EHI 50mL T 557 > 4 75%2 fR 1 % & > 33 L8
76 (Syring filter » PTFE 0.45 um) » ¥ o

(1) pl=iz
QEJJ—?/FE&B"*%‘?-—Q%%»? N ’Fﬁr'r/%‘ M4 )’z 10 ML 2~ HPLC » jpl=_> *
Bk s S EpRd 0 AR Mg £ TE

(=) wER
BrgexPed A P fig T8 558 4 73 % 3§ £(200 pg/mL) » w2 7 g5 £33
A5 Hp Ay A S % 200~ 100 ~50 2010~ 5.0~2.0 pg/mL 4%
Bt s MR P10 L & H*%}ELC%%?*BEW?’?““ﬂﬁ
F2 G (Y ) TR E 2 R R ) TR TR TR E
T el y=ax+b 2 4pH H#R? -

(=) #H%RER
DG H N T R 5 20 ng/mL 2 80 503 ik i e AR 5 4 1
§ AN i TPl o A 5 40 18 0 AT Ap SRR £

(~) EFHERT MRS
1 EAFH B -3 B0 APk e AR TRARHAG > 2T FHUE 55
9 R AR 0 RIS 2 AP g T E R (%) R Atk R
AL -
2. AERM B - o Bu RB ko Ry AR AR EE S 2 UE S RS
Ao A EAE0~24-8-16~24 ] prigtkipl s e R Ay 1T e
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1. 1 4% *Y(Limit of Detection, LOD) * #-2 4rik & 2 #&8 502 7% 7 47459 >
TOIEEREA A 2B PR R 0 (A BRHEIIRE -
2. % & 4" Limit of Quantitation, LOQ): #-2 Frik & 2 #3273 % 7 4741
T EEREA A= 10:1 kA 0 TL R EEIAGIE o
(+) e o F 2%
Bee drg R L Benn R HFEB RS & PEREFRY 05
A w4~ 1 mL o A pfg T (300 pg/mL) » 346 &3 R Wl > 2 4% 1F
R e
(+ - ) HPLC A 45 if i
1. & 47 ¢ * COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pum)
2. ¥ Bk £ UV 220 nm
3. wig o 1.0 mL/min
4. FHLE R 130°C
5.4 ~8 110l
6. ##4p :
F % (min) o 3% (%) -k (%)
0 20 80
3 20 80
6 50 50
15 80 20
25 100
35 100

CEDEY SR TETE LS

Bl B REHRGSAREAE 2 WA RSP R EE 10UL
M3 41~ HPLC » #7180 T 3oL 3% 6 ff e [ 25832 B 20 & P fig
Il &F A 5 &



(+ =) UPLC % 47 i% i

1. k45 ¢ * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)

2. #pAE 220 nm

3. swig f 0.4 mL/min

4. FHIER 135°C

5.0~ 1l

6. ##4p -

P& F (min) o 3% (%) -k (%)

0 45 55
1 45 55
5 65 35
8 65 35
10 90 10
12 100 0




IR%%
2
(- ) 58 + Ny 12 HPLC k& 4%
WFE TR 13.0 A4 AR v R fig D128 5ok (Bl- ) o

mAUT

120- .
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100- v ot P fig I

80 "4
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40:
20°
0
_20, T | . : . T T
0 5 10 15 20 » .
B- ~ 6 AP Ay 11828 57 % 22 HPLC & 45 [

(=) # &9 #4 %2 HPLC & 47

WIHRTER 139 A S AT 9 RPNy T A% (Bl ). A

BFER) S 325 F £ FF (D5 1055 35 s b * & £p0 -

mAT7
175;
150-
1253
100:
75
504
25

9 # g 11

W

S

0 5 10 15 20 %5 30
Bl=- ~ % &4 #4% &2 HPLC & 47 Bl

;&‘ET‘]’ 75%6 ﬁgﬁg\i‘%‘ﬁg&/%‘kﬁ_o

Fo— S R RREREF B R

% WE B R B it F e
" pE 389.2
5% fi% 398.6
50%7 fF 350.2

o fiE 383.3
5%¢ f% 415.0 N
50%¢ p% 350.3
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(2 ) b 5 P
BERTEER 2 AR S R RN fy I B > (FBF 4
98%) ©

22 8 B EEPAGER

75%¢ fis 5 P~ i vk fig I & ff
¥ 1= 377.3
¥ 2% 30.3
% 3= N.D.

() RS tpmllieeEs
EHrRREY APNF TGO E p A 1TE & ff 0F B E(y)*T i T
i B AR AR G y=25.393x+1.3493  R2=1- A 7 JE & £ 2.0-200 pg/mL

T oA AR B(RZ) -

6000 v R ﬁq I

y=25.393x + 1,3493
S000 R=1

_‘\:‘\&, 4000

-]
ot 3000
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~
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JE & (ng/mL)

Bl= 6 P fg 2 & 5E

Foz v R fig 2 4 £ 4 4250
HEARE 5 JE & (ng/mL) w2 R?

5 R g I 2.0-200 y =25.393x + 1.3493 1




(=) H %A%
FoEEET 1% HPLC & E 2o @A 24 > 6 & p fig I
PRZAPHEEL L 0.73% 0 Bk AL & RP o

(=) EABERETERER
TR > fI* HPLC B R and4f 24 > 6 A pfg [ £
A2 APHEE L 5 2.41% 0 Ak SuiE MR RPN v N Ay I 424 )
R AR AR AR L S 0.94% 0 $1C LB 0 E UG ST
E 24 LR R BlE S LB

(~) @Rl T_E 1A%
i P‘ ﬁﬂ I # &3 0.5 pg/mL (Re) » LRETE 1.0 pg/mL (R
) o

%1

6 g I

0 5 10 15 20 2 30
Bz ~ o & p g D2 6 RHETE 47 B

A N g I

N

0 5 10 15 20 75 0

DEGERN R ERES BT



Fow o~ LA REAST

§ AP g I

LR kB R.S.D. (%)
HeRE  (n=5) 20 pg/mL 0.73
M (n=5) ¥ =ik (No.6) 2.41
2 (n=6) & &% % (No.6) 0.94

HRHE (n=1) 0.5 pg/mL -
TE & (n=1) 1.0 pg/mL -

(L) ifp b w e 2%

CRE N = 1 | i b w e % 983%  ApHEERL L 4.50% o

23~ RPN g i e v fo 8%

BBl |BHHEL |[FFE | e E (BIEE | wifF | THwF | RSD.
(2 (mg) (mg) (mg) (%) (%) (o)
1 0.501 | 0.280 | 0.300 | 0.594 104.67
2 0.501 | 0.280 | 0.300 | 0.563 94.33
3 0.500 | 0.280 | 0.300 | 0.563 94.33 98.33 4.50
4 0.501 | 0280 | 0.300 | 0.567 95.67
5 0.501 | 0.280 | 0.300 | 0.588 102.67

(L) L% 8o &7 R E
10340 2842 7 BP 225 @EES)Icd = 7 0 0 &P fy Ll 03

B 5 0.03-0.09% 23k # FHiEa s H ) Il g £ 750
0.04% ° J2 3% Fede o K PN fg [T L% 228 3 13t 10000 (7 % 8 2

160000) -

A AR LY ARy ApmIl R

FH E(No) [ 6 # P g I 5 £(%) | B+ %% No) | v # p g I £ £ (%)
1 (NC) 0.05 6 (CA) 0.05
2 (NF) 0.03 7 (CE) 0.08
3 (NR) 0.06 8 (SA) 0.03
4 (NY) 0.06 9 (SP) 0.04
5(CB) 0.09 10 (SS) 0.06




(+-) 9 42 HPLC 4 = B3 et =
Po10 447 B d e i it 10 pLoagdk o & 7 HPLC 4 & Bl3#

Bl E o
1. & +7 ¢ * COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pm)
2. ¥%pIAE UV 220 nm 3. ;i ¢ 1.0 mL/min
4. gHE R 130°C 5.7 A>% :10pL
6. #H4p ¢
R (min) z 3% (%) -k (%)
0 20 80
3 20 80
6 50 50
15 80 20
25 100 0
35 100 0
5 # Ry I
mAll
| /
|
__':L-\_..___ _____ _I‘_JA..t_.._,____.J\__._.J-..._h__ﬂ
2000 -
__JII\-_,_.___ _____ _fL_.JIL_A__A_.___nJ.__._J_._a___g_
h o ) 8
1500 JL, J i
BN .
1000 - f J 2
Lt j[ Jo . 4
00 - [ B . J
0 b Rk J] A 1
T T T T [ T T T T I T T T T I
0 10 20 30

Bz~ 1043 6 # %2 HPLC 45 & B



(+ =) % &6 +pfg I 2 UPLC & 17
WHEGEER 394 A AR v RN fig 18 2ol g (B]-) o

0.20]

6 & N g IO

0.15] \

0.10]

AU

0.05

0.001
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.0C
Minutes

B~ 9 N g IR 5030 22 UPLC & 47 )

(+=z)# &9 £ 52 UPLC & {7
TR 3.94 4 AT 0 R E-T 6 N fig T et aE (B N )e

0.020

0.015-

6 R g I

2 0010 \
0.005] '\_—/Af

0.000—
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.0C
Minutes

B~ -7 &9 +4k 52 UPLC & 7B

(Lo) g Applles st 23 e
&3 3% 1 CisHpOs 5 &+ § 1 248.32 7% B 1 200-201 C i o4k

(+3) 9 #pfig Il g
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st i i v * 3 T R e
I N -7—_*- o 6 &‘; ' 4 3 2 ‘ i ppm
b et | menond 1h 1
B e R s Tnarana P
B4 ~ & # ] fg I <5 '"H NMR B]:3#(CDCls)
(+=) 8 + pfAg I 7 1°C NMR B :#
T 1 7 T 7] P vy T
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’ |
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| T P L W5 e L T o B o L PR 1 LR [ S 551 WL e T e | T T T
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Bl ~ 9 &P fg I < °C NMR B]:3#(CDCl)



(+~) 9 £ p g I 0 EI-MS Bl 3%

Atractyle-nolide-lll #102-119 RT: 2.78-3.24 AV: 18 NL: 2.21E8

T: + ¢ Full ms [50.00-850.00]

Relative Abundance

100
95—
90—
asj
801
75=
70—
65
60
55—
50—
454
40

357
3oj
25-

20=
15

B+ - 6 &P fia 10 ELMS Bl3#

(+4 ) 9 £ p fg I 0 FTIR B 3%

%Transmittance

100 |
w0
ao;
70i
w.
50 ]
40

30 ]

-40

2945.7

2827.2

16422
1437.9

17444

147.13
7000 9103
105.08
T 12112
| ‘ 22010
55.10 ’ ’ | | 1 20013
- ‘ 19111
l' ‘ ' \ Hade) 189.42 ‘ 248.10
{ I‘ " 23011
: |‘ N ) L il B
W' MU Al \“’u_.u_ﬂd”“ml Ll AT.MLL_',"” ‘ I.rﬂﬂm L Jl_._i.1 O P
100 180 200 220 240 260 280
m/z

11314

T
300 32

<« n s~ o

T
0

0

340

4900

S—

-
4500 2000 1600

Wavenumbers (cm-1)

Bl = -6 &P Ay [ 5 FTIR B3

1000



(= L) 8 #pag L enUV Bl#

Abs

1.9
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e

16 |
s 200nm

a3 A 218 nm
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Sl ) b AR S RS R

§ AN g I

Z =~ RPNy Ol end ~ 1§ 24 (CDCl3)

position ou (600 MHz) oc (150 MHz)
1 1.22 (dt, 5.4, 12.6), 1.54-1.56 (m) 41.3
2 1.59-1.65 (m) 22.3
3 1.94 (dt, 7.2, 12.6), 2.33-2.36 (m) 36.1
4 - 148.5
5 1.80—1.82 (m) 51.7
6 2.41 (t, 13.2),2.59 (dd, 13.2, 3.0) 24.6
7 - 161.0
8 - 103.6
9 1.52 (d, 13.8),2.25 (d, 13.8) 51.2
10 - 36.7
11 - 172.4
12 - 122.1
13 1.78 (s) 8.2
14 1.01 (s) 16.6
15 4.57 (d, 1.2),4.84 (d, 1.2) 106.8

4(Multiplicity, J in Hz) in ppm.



v 4k # (ATRACTYLODIS MACROCEPHALAE RHIZOMA)
- SR
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CRFZETER
(- ) HPLC % B2 173 1
Agilent 1100 series °

5 A
g

7z Degasser (G1379A) ~ Quat Pump (G1311A) ~ DAD
(G1315B) ~ Autosampler (G1329A) » Column Oven H-650 (Chrom Tech, TNC.) ;
& 47 % . COSMOSIL 5Cis-AR-II Column (250 x 4.6 mm, 5 um)
(=) UPLC ®E 2 k47§ 1=

Waters AcQuity Ultra Performance LC »

PN

¢ z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 ”g . Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm)

2 RHERZ AR
(=) #A
? A% (99.9%) B A 3B AR

3 R E
7

5o EE(95%)HE B 4 T O 4
A (99.9%) A T A B R AP o
(=) R#5
®Eg #p Ay 11 (Atractylenolide II)HEA »S 8 fL3EF P2
j‘,( _l' o

7o B R 98%
). \‘%ié

(—)ﬁhl BX’A'Q'T‘F ]p
A N g’”';&"g"/wk‘f‘}]ﬁ'ﬂ‘f%—ﬁ
=) R ER P RAGER

RIS SR DS 3R M

(=) HRiRE iz

WrEAEP M 59 R ) fg 112.0mg > 4c 10mL ¢0? G &5 1mL 3

ioA P g 1200 pg ek 555 % 73 0% o 300 7 f i 5 20 pg/mL B = $
ﬁ@*gff—g‘rﬁ/aui’ °
(z) &3R

BB AEb A(ES 20 506 %) 1.0g> B S0mL g g @ > B
Fe4v ~ 75%¢e fg 25 mL > 42§ A 3R T AJE(# 3 300 W o 4 5 40 kHz) 30
bk o B 5 4 45(5% 3000 x g) 0 12 No.l g ik 0 Bl

» AN



FAFHI 1 S E AR AT SOmL 2 BI04 75%2 D %
B » # 3 £ i /g(Syringe filter, PTFE 0.45 pm) » ¥ -

(1) a2
/,,\Vvlj-?' F v B ‘J’%’]‘ﬂ-g’rr'/auif "Fﬁ r':;*‘ l,:i-, IOML’ s »~ HPLC » 5E'JTL'L’
’#*ﬂ}d’ﬁ\i ﬁ?fp/ﬁé”‘]‘lj\qunlm 5 WiE o

(=) HwEMR
BggenBod N g DA 555 % 73 % 3 £(200 pg/mL) - 2 7 ag 413
#WAze KPR Ay LA %S5 100~50~25~10~5.0 ~ 2.5 pg/mL i & 5.2
oo ML BREP1IOPL & B2 » HPLC i 7 T & 4 47 > I ¥ R E &2 )
o Ay )R R (X )R FRE Y F X RFRE R S S
y=ax+b 2 ip bl 4 # R%-

(=) # %R %
PG RN g TR R 5 20 pg/mL 2§ PR R 503 R il e 4R S 4 1
RS S ETE LR T SR EIFET S

(~) BRSBTS
LA -3 8o APk ko RGP REPIREAF 2T
Wl St A AT e&EB IR EERI MG B g T hg £(%) 5 4p ik
R AREHRE L o
2. P B -7 B A VB Rk R REPRSARAS UG
R PR AB 02481624 | PFEHEP T MY
pofn 0 ek & 5 ff 5 4tk RO ApEARREL -

(1) EpHae T 138 5%
1. 1 p4& *(limit of detection, LOD) : #-2¢ ik & 2 *ﬂlf,@g;;% i SRR T
MRUELRRIOL G =23 P2 kR 0 (TS HRER LR
2. %% #&*(limit of quantitation, LOQ) : #-2¢ vk )i 2 ’fﬂ Bm R T
IR L =101 PF2ER 0 TR T EEAGIE -

() e fed it
Beoded RpA I 5 R e A4 RBA S o & EFEALE N 0.5
g AE[4r» 02mg e P fAg 1> Fiede 3R @l a > 2k ivp <o



(- ) HPLC %~ {71i% &
1. & 47 ¢ : COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 um)
2. ¥&pLAE UV 220 nm

3. wig ¢ 1.0 mL/min

4. FHE R 1 30°C
5
6

LA~ 10l
2 i
P& F (min) v 3% (%) -k (%)

0 20 80
3 20 80
6 50 50
15 80 20
25 100 0
35 100 0

)%_,-’f"ﬁ%w‘f%}: g&/F

P10 B0 R SRR EE 2 2 WA RSRR L 100
@3 442~ HPLC » #718 T 32p0% 6 ff ke [ 2583 B &9 + iy
Il e A 5 & o

(+=) 9 #4752 UPLC K 47 if

1. & 47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100x 2.1 mm, 1.7 pum)

2. ¥Rl & - UV 220 nm

3. ymi# ¢ 0.4 mL/min

4. FHE R 1 35°C

5.1 ~% 1L

6. ##4p -

peF ¥ (min) o o g

0 45 55
1 45 55
5 65 35
8 65 35
10 90 10
12 100 0
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‘ § &N iy I
R kR R.S.D. (%)
#mE  (n=5) 20 ug/mL 0.77
g4 (n=5) # 5% 7% (No.2) 0.45
g (n=6) e &% % (No.2) 1.34
BpH&E* (n=1) 0.5 pg/mL -
&% (n=1) 1.0 ug/mL -
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202 v b K fig I3 e v e

e EHfL 2 TR | xR | REER | wieF | T cF |RS.D.
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.501 0.231 0.20 0.447 108.00
2 0.501 0.231 0.20 0.450 109.50
3 0.500 0.231 0.20 0.436 102.50 107.60 2.60
4 0.500 0.231 0.20 0.452 110.50
S) 0.500 0.231 0.20 0.446 107.50
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Z45i(No) |9 AP fg T 3 2 (%) #4%5L(No.) |9 + P fg 111 2 2 (%)
1 (NF) 0.066 8 (SE) 0.048
2 (NF-1) 0.060 9 (SH) 0.060
3 (NJ) 0.064 10 (SL) 0.063
4 (NJ-1) 0.039 11 (NSTP) 0.042
5 (NN) 0.054 12 (NSCH) 0.043
6 (NR) 0.058 13 (NKOD) 0.042
7 (SC) 0.051 14 (SCSZ) 0.043
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z. . ATRACTYLODIS MACROCEPHALAE RHIZOMA
: White Atractylodes Rhizome
D& G 4 Compositae 47 v # Atractylodes macrocephala Koidz.2- §z
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1 Blank
2 v p fg I (Atractylenolide I1I) (0.2 mg/mL)
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