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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 Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & 17 ? 1+ Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °
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. Jfé.“‘( imit of Detection, LOD) © #-2 Jwik & 2 -0 i3 i 7 47411
s et L =31 2 kR 0 T MRHERRUEE -
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— ) HPLC A #5 5 i

1. & +7 ¢ * COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pum)

2. Bk £ 1 UV 340 nm

3. ;wi# - 1.0 mL/min

4. F4g R 130°C

5. 4~% 10l

6. # & 4p :

P [ (min) ” (%) k(%)

0 85 15
20 85 15
25 100 0
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P10 SR EH RSB REUE 2 WA RSB R P E 10D
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(+ =) UPLC % 47 i% i

1. & 47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥ PIAE 340 nm
3. swig f 0.4 mL/min
4. R R 1 35°C
5.3 >% t1ulL
6. # B4 -
P+ & (min) " % (%) k(%)

0 79 21

6 79 21

7 100 0
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kR R.S.D. (%)
#FeAE (=5 15 pg/mL 0.15
£ IR (n=5) ¥ &% % (No.10) 1.91
EE (n=6) W 53 3% (No.10) 0.91
R (n=1) 0.25 pg/mL -
TE &' (n=1) 0.50 ug/mL -




(1) Firem e
FRETsagsr e 5 96.1% A gHEE L 5 1.99% -

23~ FR AR
WEL |(BEHHL | 732 | er® | RERE | wigF [ TEwijE | RSD.
(8) (mg) (mg) (mg) (%) (%) (%)

1| o.101 0312 0.31 0.615 | 97.74
2 | 0.101 0312 0.31 0.605 | 94.52
3 ] 0100 | 0312 0.31 0.607 | 95.16 96.13 1.99
4 | 0.101 0312 0.31 0.619 | 99.03
5 | o.101 0.312 0.31 0.604 | 94.19

() 483 g+ ERT
10 # FHEH2 § BRI LB RGBS L2 %7 > A2 £ 5
0.306-0.467% « 2k F # EHatha A F R hi £3 @50 0.30% « 2%

PR F A A B R I 5000 (F % E 5 19000) ¢

N T e

]

FHmBMNo) | FHA2EC) | EHHRENo) | FAE i E%)
1 (NF) 0.306 6 (NZ1) 0.467
2 (NFA) 0.354 7 (NZ2) 0.359
3 (NSI) 0.330 8 (SUA) 0.319
4 (NS2) 0.383 9 (SUB) 0.446
5 (NSB) 0.339 10 (SGB) 0.396




(+- ) FHEH2 HPLC 4 = Bl e =
Po10 447 & A &3 ik & 10 ub 4k > 3817 HPLC 4p & Bl3#

B o
1. k45 ¢ + COSMOSIL 5Cis-AR-II Column (250 x 4.6 mm, 5 um)
2. ¥%BlA £ UV 340 nm 3. ik ¢ 1.0 mL/min
4. pHE R 130°C 5. 4~% 110pL
6. #H4p :
P & (min) " (%) k(%)
0 85 15
20 85 15
25 100 0
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(+~) F#hE 5 EL-MS B3
Atractylodin #140-150 RT: 2.88-3.08 AV: 11 NL: 3.98E7
T: + ¢ Full ms [50.00-650.00]

100
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Relative Abundance
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.220 240‘ 260 280
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FERE

2= v FR B B 2 (CD;OD)?

position ou (600 MHz) oc (150 MHz)
1 6.84 (d, 16.2) 132.1
2 6.10 (d, 16.2) 105.3
3 - 80.8
4 - 77.7
5 - 73.1
6 - 82.5
7 5.64 (br d, 16.8) 110.8
8 6.32 (dq, 7.2, 16.8) 144.8
9 1.82 (dd, 1.5,7.2) 18.9
2' - 153.3
3 6.48 (d, 3.6) 112.5
4 6.47 (dd, 1.8, 3.6) 113.2
5! 7.50 (br d, 1.8) 145.1

4(Multiplicity, J in Hz) in ppm.
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Bp R BER Y B AES R 10 -
CREAAWER
(- ) HPLC % B2 173 1
Agilent 1100 series »

2
g

2z 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 »

2
Z,

=4

z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 "F? 1+ Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm)

ZRHER AR
(- ) =&
v A£(99.9%) B ** Merck ©
(=) #E&
52 R % (Atractylodin) Bt f > BiE L P20 0 & 98%11 b o
B
(=) BB S PR

FAG Y R E gk F A EH

() R F PTG
FoRAY E i B Pl R B

(—— ) ?%%Jfﬂ—g‘rr'/ ARk

FrRFFHRESEAE 1.0mg: 4 10mL 7 B +% 1mL 3§+
_% 100 ug m#‘:‘—%r‘r"?ﬁ%/%”’? ) :\_"_ VA ]ﬁ?ﬁﬁ"]&;}_ 15 p,Lg/mL ﬁl%‘\-}"]‘ﬁ@’}ﬂ—gw
,%,,’:’2 °
(E ) ’]‘ﬁ r'/%/l
e

AP A S A S 20 BLE )5 02 g0 B 50 mL;ﬁ;q_.asg L
@ EE 25mL 0 423 R I EIE(3 F 300 W 0 4F F 40kHz) 30 4 48
5 /4 45(5 3000xg) > 7 No.l Jh ik B~

& Hpik o #H4 I 50mL 2 2§
filter, PTFE 0.45 pm) » i o

rgjg_u
7% /EE‘K/’J\‘E"?;#@E‘ 1 =%
BALY T mBI A HI L ﬁ/ﬁ(syrmge



() pla2
A ] B pr e B R A % s He 5%k 1Ol 1~ HPLC > Bl %>
q*’f%\‘zg‘i”fﬂ;’l'%/pﬁ“ gﬁh‘%mg + > TE .

(=) wER
Brgs Pk F AR G5 % 3 % £ (100 pg/mL) » 12 ° FEAFRE S 2
FAE AL 50:25+1555.0~2.5 1.0 ug/mL crl 2 553 5% o 12 bR R
£~ 10 pL & wliz » HPLC &7 T & 4 47 > JI% R &2 A% 5 fi(y $)
frikE sz kR fh)EFREPEF > T REFRINL 228 y=ax+b &
o B B R?

(=) Hw A&
MEFRFRR G 1S pg/ml 2 HREE SR R R 5 4 R
FAE A R AR RO AP HRE L

(~) EAF SRR RS
LEfFl -3 et bi FE Y RERRAE 2T
Wi 5 FAa Y R&EBR o ERAI LR AP 2%tk R
L L
2 MR B - BRI A RERA S REBRUE UG
FhAg P &SRR A8 02481624 | pFighipla > M F A+ %
Sl G fE S gtk o RO EIRR L -

(1) HRHEs T BB 13E%
1. 1 p4& *(limit of detection, LOD) @ #-¢ sk A 2_ %ﬂ‘_f‘%gp;g i h AR X
MIAEL AR L =3 PF2ER 0 TE B RHRAIGIE o
2. %_& #&'Y(limit of quantitation, LOQ) : #-2 fr;;k‘)i %ﬂ};},g\ it EAR
Frmggen e S =100l kR 0 TR T ERUGIE -

(+) j’;Fé“—"“”l/{ﬁ"éﬁgg
B RPFRGER B RS o FPREEERY 01 g0 A

e r 03Img FHERES FRESZREUE S EE TR T
g#



(+ - ) HPLC & #7if i+

1. & 47 *g - COSMOSIL 5Ci3-AR-IT Column (250 x 4.6 mm, 5 um)
2. ¥Rk £ UV 340 nm
3. ;i ¢ 1.0 mL/min
4. FHIE R 130°C
5.4 1 10puL
6. # & 4p :
P R (min) " (%) k(%)
0 85 15
20 85 15
25 100 0

L) AR BT ALY FRRT
BlOd B RS R SAREE P EAE RSB R E 10D
WA 3 445 0 HPLC » #7i7 T30 6 A e ipdr [ DX EHR S F + % h

FAGE

(+=) FH45 %52 UPLC & 7% 2

1. %474 : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. #% Bl E UV 340 nm
3. yik 0.4 mL/min
4. FHER 135°C
5.8 1 1puL
6. # & 4p !
P& ¥ (min) " (%) k(%)

0 79 21

6 79 21

7 100 0




7%
(=) e 5 F + %2 HPLC & 17
TR 122 A AR T F b AR S (B ) -

mAD
8007
6004 "E + .%

400, /

5 10 15 90
W B %% 5532 HPLC & 17 F]

(=) &% #4752 HPLC & 47
WHRTRER 122 Ak F AT RS PR FAE(R D) A8
FR)E 1420 F 2 FF (N5 1.020 358 5 5L * & P o

mAU

1504
1259

1004 /
757
204

zsi_Jvau\hj\_M
0_ I ! T T
0 5 10 T 5 .
W= -7 & F H4 7 &2 HPLC & 47




) RBEEFEERER

EAREREFTZXHED Btk e fDF BEY)TEIORER S &
F 5 y=113.17x-21.59 » R?=0.9999 > &7 kA o 1.0-50 pg/mL F 2 4% ensif+ B
“(Blz=z)-

6000 - %:” 5t —%

5000 - y =113.17x — 21.59
R2=10.9999

#4000
v
w3000
=
2000
1000
O T 1
0 10 20 30 40 50 60
JE B (ug/mL)

ZEFrE2kENR

- S F R RBAC S

AR 5 kB (ng/mL) S S A2 R2
PR 1.0-50 y=113.17x - 21.59 0.9999

() # %R F%
FHESET JI* HPLC T B2 B R 245 > PR 2 H R A 2
EHEEL L 0.15% > Bk SLig * & R oo

(1) EAHEET R
Yk ERAT o 1 HPLC 2Bt end 42 FH 3 €412
AR L S 1.89% » o hsuif # B Rp o FAE A2 PR R 4R
T2 AR L 5 0.87% i LB [0 F AT RS AILI0 G 24 ) PR
S RN SR N



(=) WRNE'IE T & &' GE%
R E R E 025 pg/mL (Bl ) 2 E &' 5 0.50 pg/mL (BT )

mAL'_

4] %

3_

/

1_
UWWMW
,1_

_2_

,3_

4 2.5 5 7.5 10 12,5 15 17.5 20 325

Be ~ 5t F 2 6 pHE Tk 45 W)

mAU

8_

67 £t R

4 "4

2_

0,

,2_

_4_

0 2'5 5 7’5 10 12.5 15 17.5 20 995

12 AT RSk A I

AR
¥ |38 P —
kR R.S.D. (%)
2R (n=5) 15 pg/mL 0.15
g4 (n=5) ¥ 54 % (No.2) 1.89
£t (n=6) ¥ &% % (No.2) 0.87
pH&E* (n=1) 0.25 ug/mL -
TR &' (n=1) 0.50 ug/mL -




(=) Fptew e d s
A TR w5 97.0% 0 trEHRRE B L 5 1.60%

52 ER A ok
o | FHHE] G3 R [ 2n 2 [ M@E | vk [F7 ek [RSD,
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.102 0.311 0.31 0.615 98.07
2 0.101 0.311 0.31 0.609 96.13
3 0.100 0.311 0.31 0.609 96.13 96.97 1.60
4 0.103 0.311 0.31 0.619 99.36
5 0.100 0.311 0.31 0.606 95.16
(~) 283 824458 7 2RT
TS S TR S TR ETCA TR S TS 3

0.256-0.423%  ZRF t AL gt A F R 207 £ 7

BB T A R LB B 5 5000 (F % B 5 19000) ¢

#oAr 030% 12

Fw LB LRGN RS LR AR
FHmiHpNo) | F+E7 2% ¥4 %% (No.) FHEEE(%)
1 (NF-1) 0.366 6 (SGB) 0.325
2 (NBA-1) 0.351 7 (NF-2) 0.256
3 (NS-2) 0.323 8 (NB-2) 0.336
4 (NZ-1) 0.423 9 (NS-1) 0.289
5 (SUB) 0.335 10 (SUA) 0.291




(1) 2% 5 F + %2 UPLC & ¥

1.00

WHEGEERT 2.44 A AR T F ot B AR Sk (B )
%

] =
0.80+ E TR
0,601 /

0.40-

AU

0.20]

0.00-

Minutes

B ~ £+ &R R 0% 2 UPLC & 15 B

(+) # & F +4 %% 52 UPLC & 17
G PER 243 A mk T F A YRS FR (B ) .

T T T T [ T T T T T T T T [T T T T T T[T T T T T T T[T T T T T T[T T T T T T[T T T T T T T
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50

0.14-

+ %

012 Fal

7 £
0.10*E /

0.08

AU

0.06-
0.04

0.02

0.00}

0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes

B~ 3 8 %44 %52 UPLC & 47 )




4 : ATRACTYLODIS RHIZOMA

: . Atractylodes Rhizome

A& Rk A& 5§ Compositae £ 47 2 £ + Atractylodes chinensis (DC.) Koidz. &
% £ t Atractylodes lancea (Thunb.) DC.2_ 5242 & o

St

- ~ 3k
(-) ¥ &3 R [F5-2321) 187 FL5%=4%2018)
—Exa&‘m;fn% 1.0g> 4 @ jﬁga 10 mL > 423 4= 30 A
48 0 FAIPREER F I 10mL TR SRR
[:*: 22 2] (¢ EA R EcREL 2015)
—PF Ak kx 08g 4 1I0mL 25 AET 15 ~
& - ﬁdﬁ Brimit 1 5 e &5 o
[F2223] (A7 EHEESe )Y
—ijnmkﬂ% 1.0g» 4ee ez fig 10mL > 423 A4 T 15
Aks o Wi PRk TR R &EIBR o
(=) BiRE R B2+ & (Atractylodin) BRI 5> 4oz fh2 i@ 2 & ]
#  mL z 1.0mg ez > (T3 HRikEia -
#  HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
Bow [ERH1] (B448° 22 % 2K 2013)
BT (713)
[Ema 2] (B4¢ F4 A Efo@EFL 2015 B 44 B
¢ EE % Z 5K 2018)

,\
I
p—a
w3 ﬂséﬂ
e

Tt AR (9:2)

[EmH3] (34457 FHIEES 2 p )V
—ﬂa%:ama%us-)

10 cm ~20cm x 10 cm

? /{%Fs'r“%% T 1544 FiTER S EFEHE 8cm -
B &AL T E 365 nm 2 % HERET AR o

pual
]
o
>
e}
E
|»—A

FF

~ o~ o~
sl sy

N N N
bl

Ve



S FRERE RRRE
F 5% p ¥ 107/05/15
1 #H% R (RH) © 61%
# B ([RT):26 C
[ERA3)] (B44E7 FHEESep)—E e e e f (15:1)

11 e Rl

KL - A LS
1-2-3 £+ % (1.0 mg/mL) 1>2>5uL
4>556 a3 [Fe2 1] 25> 8uL
7-8°9 a3 [5520% 2] 2>5-8ulL
101112 a3 [F522 3] 25> 8ulL

FREZ 3BT RERRY P ARERNERESTRE A d N EF A
T iEE [F5202 3]

-y
EHEE PR BB SAR 20l Ean [FB 23] 5L -

=
N

o

»



S B IRER

@508 1 107/05/17
in % & (RH) © 58%

i & (RT) : 26 C
[ERA 1) (34487 8 %-K2013)—o e %t e phefig (7:3)
(55~ 2 3] (467 FHiEE 5w p)—HPTLC % # %(365nm)# J1(F +

# RyiE 5 075 RiE>0.7)

[EB#2) (B4¢ £ AL feREL 2015)— e %A (9:2)
[55=02 3] (46 ¢ EHAERES e p )—HPTLC % * £ (365nm)# & (F +

% Reie 5 0.66)




[Ema3] (B&4%° BHEE e p)—D % cfef (15: )Y
[5552 3] (487 FH1RE S e #)—HPTLC % * % (365 nm)# 41 (F +
% ReiE 5 0.62)

1 : Blank
2k F

304 w&EBIR3
5 : Spike

EERBA LA [F 23] 2N 3 BERMER GV RSB AR

SN F R A B R A SRRk 2 H @ A Y BRI &
B gAY BHEESe p 2 [BBEH 3]
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S BRBRINER

F %P ¥ 107/0517

ip 4 R (RH) @ 58%

B EMRT) 26 C
[EmH 3] (B&4E7 EHEESep)—D % e (15:1)
[5322 3) (B¢ FHERE S [Fpi2 3] (A4 FHEES e
) —HPTLC ¥ ¢} (254 nm)# ! #)—HPTLC ¥ ¢} (365 nm)i 21 v/

1 : Blank

2: Ft 3

304 R 3
5 ¢ Spike

EHRPR T S b K(365 nm) T B ALK oF £(254 nm)F B P EE 2 GRS
2F R FRE S
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I~ LR EHE SRR
@508 1 107/05/17

1045 B (RH) © 58%
B (RT) : 26 C

[(ER#3] (B44E EHEESep)—ne?

Do e g (151 1)

[55 2 2 3] (48 ° EHE S e »)—HPTLC ¥ ¢ %(365 nm)#

§ E ¥ .
i3

1 Blank

2 £ * % (1.0 mg/mL)
3-4 ¥ &5 % 1 (NBA)
>0 6 e &% i 2 (NF)
78 H &7 7% 3 (NFA)
910 th =% % 4 (NS-1)
11> 12 H &3 ik 5 (NS-2)

13 Spike (1 &% i% 3)
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I ¥ R 8 W W
0l 12 13

Blank

1
2 £ " % (1.0 mg/mL)

¥ 5k 6 (NZ-1)

4
' 6 ¥ i3 % 7 (NZ-2)
8 ¥ =% % 8 (SGB)

' 10 ¥ =% % 9 (SUA)

1112 ¥ =73 % 10 (SUB)

13 Spike (# &% i 3)

hEIER A B FERHEESep 2 [FE 3] 3N TR BT
TESep 2 [BERH 3] i 2+ F 8 E > 30% ¢ £365 nm)™ &
;k
:!:

K=

wE
A
&

o

7
AL
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R o LU L - 3

F 5% P 1 107/06/08

1 %1% A& (RH) : 61%

ERRT):26 C
[ERA3)] (B44E7 FHEESep)—E e e e f (15:1)
[55=02 3] (47 #FHIEE S e p)—HPTLC % *F £(365 nm)# !

_—E e
1> 13

Blank

1
2 %+ % (1.0 mg/mL)

¥ 5ip i 1 (NB-2)

4
» 6 & &3 7% 2 (NBA)
8 & &3 % 3 (NF-1)

' 10 th &5 % 4 (NF-2)

1112 5% % 5 (NS-1)

13 Spike (# &% i 8)
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5 ¥ W .
R

1 Blank

2 £ " % (1.0 mg/mL)
3:4 % =% % 6 (NS-2)
556 e &% % 7 (NZ-1)
758 t &% it 8 (SGB)
9510 e &% % 9 (SUA)
11> 12 e &% % 10 (SUB)

13 Spike (# &% i 8)

FhBaER AP EN R EH
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