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(- )HPLC ®E 2 k47§ 1+
Waters 2695 Separation Module» & 7 Waters 2996 ~ Photodiode Array Detector ;
& +7 ¢ 1L Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC > # 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 ”g . Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °
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JLAE I AU (# % 300 W+ 45 % 40 kHz) 30 4 &+ 2 No. 1 S » 5=
T > #-3 £ 8 g (Syringe filter, PTFE 0.22 pum) > {8 o & 4+ 10 pL ;3 »
B ociv R AR A T RHPLC) > *rpl & E R 2 R RT R P AL
B s B E R IR

(=) B G EPHGT
BEEFI- A P AGES 20506 %) 9 04 g0 B 50mL s g - e
beor U EE 45mL A2 AR T ASL(5 & 300W 47 5 40kHz) 30 A 48+ 1
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Fede » 0 FE 4SmL o 425 IR T ASL(3 300 W+ 47 % 40 kHz) 30 4 48 -
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(1) PRV E T E &' GE%
1. 1§ @Hﬁ‘i’( imit of detection, LOD) : #-¢ sk & 2 %ﬂi?r‘%‘}% i ST X
MAELRRILY L =3 2 ER 0 IFA BpHESIGE -
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4o~ ImL g 8 £ 73 0% (0.2 mg/mL)s 3 4tk i3 i TR 2 4k TR

- ) HPLC %~ #7if i%
1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥%&pLAE UV 300 nm

3. ;i ¢ 1.0 mL/min

4. FHE R 1 35°C
5
6

LA~ 10l
##oAp
P& /% (min) " A% (%) k(%)
0 60 40
30 60 40
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P10 B WEHRRSZRAE P ZAE RSB R BE 10D
B 3451~ HPLC > #1iF T30 % 6 ff Z'dsr | o2 B Ewma o %
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(+=) 9% k&2 UPLC & 4705 2
1. %47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100x 2.1 mm, 1.7 um)
2. *ﬁi?‘liﬁ»{' : UV 300 nm
3. swik 0.4 mL/min
4. ﬁ_m}i 1 35°C
5.7 A >% t1ul
6. ##4p :
¥ ¥ (min) ? 7% (%) K (%)
0 60 40
10 60 40
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Minutes
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(2 ) B 5 P i
BEHFIEPR2AALY i e R PR 2 (F B 0 98%)-

220 TREERS G
2

A o Bt 2 4 gL & £ (AU)
1= 112603
¥ 2= 9968
»3= 1183
¥ 4= N.D.

() BEEFHFEHRER
EARERFTT SR (O E P EATE G DF B E(y) 00 Tk

ERS AN 5 y=23744x-1891.4 » R*>=0.9996 > B om kR 7 1.0-100 pg/mL
4 R (2 o
3000000 B R
2500000 | y=23744x — 1891.4
42000000 | R?=10.9996
i?lsooooo -
42 1000000 |
500000
0 b . . . . .
0 20 40 60 80 100
JE B (ug/mL)

Blz ~®%ne 22 k€ RNE

Az FRP R RE R RS
oy & B (ng/mL) S S 427 R2

e & 1.0-100 y =23744x — 1891.4 0.9996
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Minutes
- - L > 18 3 9 R
Ble ~ Foan e &2 PR 17 B
0.0048
0.0036
1 R ]
5 i B AP ',%
2 0.0024]

0.0012: ‘Q/\

0.0000 frmsrmrersarina i A W APy s A e

o~ LR AT

kR R.S.D. (%)
H¥®mAE  (n=5) 5.0 pug/mL 1.19
g4t (n=H) ¥ &% % (No.8) 0.18
Ee (n=6) # 53 i% (N0.8) 0.31

i pH& T (n=1) 0.1 ng/mL -
¥ %' (n=1) 1.0 pg/mL -

iR 7 P




(4 ) Fiew e @B
B R T e w TS 5 98.8% 0 AP R £ 3 2.66% -

EERRR TR SRR
ey EHfL é"ﬁ B[ er® | BER | wFk | TiwycF |[RSD.
(9) (mg) (mg) (mg) (%) (%) (%)

1 0.2 0.1922 0.2 0.3938 100.8
2 0.2 0.1922 0.2 0.3940 100.9
3 0.2 0.1922 0.2 0.3916 99.7 98.83 2.66
4 0.2 0.1922 0.2 0.3813 94.6
5 0.2 0.1922 0.2 0.3886 98.2

(+) 287 86 0z 2RT
10 $+9 w2 7 2R TR R EFCE SR 2 970 0 W0 F D3
0.093-0.279% ° i3k v Tinfh+ A B &g £7 753 0.08%
Pl ToT P R A T E R M 5000 (B E S 14000)o

%

B3
B =
2%

22 AR B0 TRELEDT R E

% 4 ¥ 5(No.) TR 3 5 E(%)
1(NC-1) 0.134
2 (NC-2) 0.142
3(ND-1) 0.115
4 (ND-2) 0.194
5 (CA-1) 0.275
6 (CA-2) 0.279
7 (CA-3) 0.275
8 (SA-1) 0.107
9 (SA-2) 0.093
10 (SG) 0.152
LB ELS.D. 0.177+0.074
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1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)

2. %Rl E 1 UV300nm 3. i ¢ 1.0 mL/min
4. FHIER 135°C 5.0~ 10l
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P E
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0.00 —
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(L) gw# %0 'HNMR Bl:#

Tmperatorin_MeOD_S00  2019/02/13 (YHE11-156-1)

T
8 7 B 5
o o — -
oo 0.38 0 as 2.11
0.95 0.94 0.93

—
2.84
3.09

B4 ~ %+ % 5 'H NMR F]:#(CD;0D)

(+=) %% % 9 PCNMR Bl#

Imperatorin_MeGD_S00  2013/02/13 (YHC1i-156-1)

~162.809
—132.412
—127.768
——107.938

70.880

49.626

.25.865

18.017

B+ - %% # % ¢ 1°C NMR B3 (CD;0D)
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T: FTMS + p ESI Full ms [50.0000-750.0000]

Thermo QExactive Focus 03/13/19 11:47:34
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(L) e UV BlH

18.100 Peak 1

0.011
0.010

0.009

0.008

0.007- 248.2

0.006

AU

0.0054

0.0047 300.5

0.0034
0.002

0001 384.1

0.0004

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+ = % % UV Bl



- ) mwPEad RICErH

5

3 6 4a 4
4 N3
2 8a 2
(O s O~ SO0
1
1
AP
»
4

R

- ~FhP¥E I Y B 24 (CD;0OD)

position SH (500 MHz) dc (125 MHz)

2 - 162.8
3 6.36 (d, 9.5) 114.9
4 8.01 (d, 9.5) 146.8
4a - 118.0

7.56 (s) 115.2

- 127.8

- 150.1

- 132.4
8a - 145.1
2’ 7.87 (d, 2.5) 148.5
3’ 6.94 (d, 2.5) 107.9
1” 4.96 (d, 7.5) 70.9
2”7 5.53-5.56 (m) 120.9
3” - 141.1
4 1.66 (s) 18.0*
5” 1.70 (s) 25.9*

4(Multiplicity, J in Hz) in ppm.
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(- ) HPLC % B2 173 1

Waters 2695 Separation Module» & 7 Waters 2996 ~ Photodiode Array Detector ;
& +7 ¢ 1L Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
(=) UPLC ®E 2 k47§ 1=

N

# 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & 15 ”g 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

Waters AcQuity Ultra Performance LC >

Z R ERE R BA R
(=) @A

? A%(99.9%)pE B *t Merck ©
(=) BEg

i gt w #F % (Imperatorin) % p 3+ @ %5 ZD o R 98%ME o

E\'%ié
(=) B FPip4m 5

IS WE 2N S T

v

=) B RERREGTR
0O A Y R Bk

=
g
=

(—)ﬁ%ﬂ}W/ﬂ
B rwma e % 3.0mg 4 I0mL 77 R+ #% ImL 32
B0 & 300 pug MR SRR R 0 £ Y AR 5.0ug/mL 1S PR
R

(z) &%

HFEHI A S A (B 5 20 L6 %) 04g0 §

FEde ~ 7 FE 45 mL o A2 4R T AJL (5 300 W > 4 5 40 kHz) 30 A 4
12 No.1 //,%1..:\@1):%1

Pl o RARA AR 1A S EpR S
100mL 2. 2 & 5L ¥ > 4 ? f5 3 % R > 4% 3 £ i (Syringe filter, PTFE 0.22

B SOmL 3w g @ - %

pm) > o



() pla2
Ao B B py s Bt R AR LA R s R 5% 0% 10 ul s 3~ HPLC » Bl 2>
AR R E AR R R R TE o

(=) wE®R
BrRrs PoFa o & W 55 3 R £ (300 pg/mL) > 14 7 pR AR
SHETEEA YL 100:50+25+10+5.0~3.0 ~ 1.0 pg/mL R 503 % o
ik & P10 L A B~ HPLC i 7 2 8 A 45 1% 58 52 % &
Ry ) fetff 2 R f)EFRETiF > & REKRERL S 250 y =
ax +b 21 Ap B A R?.

(=) #H%RRE%
METY RER S S50ug/mL 2 HREE SR REFE®RS S UE
wet E e ff S At RAAPEHREZ o

() EAPEE R LR
LEHFRPR-#3 88 PP hi 2o P REZRAG S ZTF
Wi 556 THEVRSRR BRI UETe Sz 2%
DA AR L .
2. FEI B - 4 By TSR R Y TAYRSAREAE S E UG
B PHREAR AN A 02481624 /) PEiEFRR R U F
PR G R dp it ROAREHRE L o

(4 ) @plE e T £ &' 85%
18 B 4% *L(limit of detection, LOD) @ #-2 Frjk & 2 & 5.4 7% 7
o Touagieannt =30 kR 0 FL HPHERAGIE S aﬁfﬁw
(limit of quantitation, LOQ) * #-2 fvik & 2 3 503 ik 7 Sr4Fff - X
gt S =101 PRk R 0 TFL T ERAGIE o

I.
B:0%
w
&

() v fed ek
Boo drRcii et A Ry AR S o F AN 0.15g0 A 5
fe r ImLehge 38 %73 7% (0.2 mg/mL)> 3 3 de &% i W = 02 3 (TR 2o
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1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥%&pLAE UV 300 nm
3. ;i ¢ 1.0 mL/min
4. R R 1 35°C
5.2 »~% 1 10uL
6. #H4p -
P+ & (min) " F: (%) k(%)
0 60 40
30 60 40

L) AET B EAY T ERT
P10 Bu Ay ks AR A U RS R B 10D
M 3453~ HPLC > #r T 3oL % 6 ff k' [ 253 B Smon ¢ £

e — AL A EL
SRR

(+=) 9 k&2 UPLC K 47if 2
1. %45 : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. iRl & 1 UV 300 nm

3. iniE 0.4 mL/min

4. pHER 135°C
5
6

REEIPNE -2 BT
. Hdegp
% 17 (min) T 5 (%) k(%)
0 60 40

10 60 40




(- ) &% Z%% # % 2 HPLC & 17
WG PR 18.74 A 4B T R o R IR ik i (- ) o

R

0.27- /

—— 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 4.00 8.00 12.00 16.00 20.00 24.00 28.00
Minutes

B- ~ ®ow et R 5%k 2 HPLC A& 47 W

(=) ® 8% 4 Y52 HPLC & 47
WHF TR 18.65 AdEadior v R A PR &ET Bm e ek (RlZ) e
NHE R=1.67> £ £ FF T=1.10 34 i * P8 Kp o
0.010

0.008] o P E

0.006

2 ] /
< 0.004]

o Aww

0.0007 A» ,
T T T T

T T T T T T T T T T
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.0C
Minutes

Bl- -7 &9 &4 5 &2 HPLC % 47 B
(2) BREEFTF ZHRERN
EARERTDF ZXEE D AT E S fOF BE(Y)TE I DR
A FEN % y=23744x—1891.4>R>=0.9996> %5 77 k& 7 1.0-100 pg/mL
LR (B ) e

o
2
F

3000000 r B A

2500000 | y =23744x — 1891.4
4% 2000000 - R?>=10.9996

¥ 1500000 +
ok

< 1000000 |

500000 |

0

0 20 40 60 80 100

JE B (ug/mL)

Bl= ~ & e 222 AE



- ~FmmPF R RE SR ALY

HREES

JE B (ng/mL)

A

B4

1.0-100

y = 23744x — 1891.4

0.9996

() H RS L i

B EET A

ZAPHER AL L 1.19% 0 42
_g,-]‘\}]\ o

(1) RBEE®

BEEEHT @’3"‘”%1’3_24 | R fgk A e
IR AR LR

1.78% > % i+ £ & /] >

(=) WpH& T_E LRk

HPLC z # i 2 aulf 2 B L4+ ’%\3"'"‘%’f§:?ﬁf§
SRR X L 1.95% > 9k ks 4

APHIER L L

B B ;% W Pl 4%& *Y(limit of detection, LOD) % 0.1 pg/mL (Blz ) =&

& *(limit of quantitation, LOQ) % 1.0 ug/mL (Bl ) °

0.0048
0.0036
] -5 2R
2 00024] L

0.0012] \4

[T E—— " N

““““““““““““““““““““““““
0.00 4,00 8.00 12.00 16.00 20.00 24.00 28.00
Minutes
BT R ,
Bz ~ % %2 LOD & 47 B
0.0048]
0.0036-
i . 2L L
] WP &
2 0.0024] \
0.0012] J\
g A v At At
0.0000hersippvarimrsd\ oAbt IR A A b A A N M AN rs S
““““““““““““““““““““““““
0.00 4.00 8.00 12.00 16.00 20.00 24.00 28.00
Minutes

W7 - %+ e %2 LOQ & 47 ]



o~ R REAST

L
e RIIE P —
)i R.S.D. (%)
#%AE  (n=5) 5.0 ug/mL 1.19
g4 (n=b) # 54 7% (No.2) 1.95
e (n=6) ¥ &% i (No.2) 1.78
ipErL (n=1) 0.1 ng/mL -
T ##%' (n=1) 1.0 pg/mL -

(=) Fiew e @
T & LR w TS L 96.6% 0 EHIEERL S 0.72% -

A2 BW R R AT
e BHAfL g*ﬁ | erE | BIEE | wieF | T F |RSD.
(9) (mg) (mg) (mg) (%) (%) (%)

1 0.15 0.1312 0.2 0.3236 96.2
2 0.15 0.1312 0.2 0.3263 | 97.55
3 0.15 0.1312 0.2 0.3226 95.7 96.55 0.72
4 0.15 0.1312 0.2 0.3249 | 96.85
5 0.15 0.1312 0.2 0.3241 | 96.45

(~) 247 8o 4Pz 2R 2
10 20 WA 2 2 BRI TSGR S)icdk e rn o mwe? 205 £
5 0.071-0.104% > 3k v LA Fap ik A Fi e A eh g £ 2 0 2 0.08%
T8 4F Bk T ¢ B L 2R B R A K3 5000 (F @ 5 16000) o

AN Y A LT I LR

Zit%eu(No) | wm# % 7 E(%) %41 %% (No.) T E 7 (%)
1 (NB) 0.074 6 (NY) 0.091
2 (NC) 0.081 7(SC) 0.104
3 (NF) 0.071 8 (SG) 0.092
4 (NJ) 0.089 9 (SU-1) 0.094
5 (NR) 0.087 10 (SU-2) 0.087




(1) &% 25w # % 2 UPLC & 17
AT PR 3.28 A 4B AAE T B P A R el ()

e

Rl

AU
o
N
8

Bl ~ ®oah ¢ % R 5% %k 22 UPLC & 47 )

(L)% & 34 ¥ #% &2 UPLC & 1%

WGP 334 A BB A TR BT & ki (8] ) o

0.028+

0.0214

T A
2 0.014; /

N

Minutes

B- 7 &9 x4 752 UPLC % 47 B

P/ S e B B B L A A s B By B B S
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g
1

4 #Z 7 ANGELICAE DAHURICAE RADIX
# % ¢ ! Dahurian Angelica Root
A R A& L 754 Umbelliferae 24 ¢ 1 Angelica dahurica (Hoffm.) Benth.et

Hook.f.ex Franch. et Sav. ~ #=& 3 Angelica dahurica (Hoffm.) Benth.et
Hook.f.ex Franch. et Sav. cv. ‘Hangbaizhi’ 2 4 4% ¢ 1= Angelica dahurica
Benth. et Hook.f. var.formosana Yen z_ iz & 12 -
- N33
-) w&EBFR [F22321] (487 FL % =%2018)
— B ASH R 20g 4" f 10 mL > A2 4R 30 A
48> Eip TER&BIR
[F5222) (B4 487 B 5% = 5K2018)V
BAES R 1.0g 4 ? B 10 mLo 423 4= 30 A
$ > g 0 pikkHEL ImL o FE R &R
[5523) (¢ 4 3 £{cHEL 2015)
— B AR R 0S5g e @10mL A2 AT 1] B
Wik 0 RESEI AT AR e fhe fia I mL i 23 1%
(R ’fﬁ&'?%fl °

(=) ¥R r  Bogow # % (Imperatorin)§t PR 5.0 4c 2 foo Ar il & |

/7;»‘ TS mL /z\ 1.0 mg “’f"/% i i 5 f%f%?rl‘—"gr%/% R e
(=) & & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(z) B B & [EBE#H1) (pFREF]D

—rimiofefy 27 1)
[Em&2) (B4AL8Y &L % =K 2018) v
—F i B(40~60 C): e (1:1)
[E®#&3) (pFEF 2)
—it el IAm (4:1)
[Em& 4) (247 ZFL % =% 2018; ¢ F4 A £ 4rK
¢ 2015)
—F % B(40~60 C): ¢ i (3:2)
) B B # 10cmx10cm~20cmx 10cm
(=) & B ERWEALTIHEF IS5A& VAR > BEFIEHE E8cm -
() %d &EHR LA E 365nm 2 % HERET AR -



ZFRERE KRR
# 5% P 8 108/04/08

10 $H% & (RH) © 65%

B REQRT):24 C

[E B a 2) (3474869 #o %

= W 2018)—% jé f(40~60 C) -

o p (1:

1)

B LA LISER
1-2-3 W+ % (1.0 mg/mL) 2>5>8uL
4-5:6 wEBR4A[FR221] 1>2-5puL
7:8°9 wEizr 4 [F502 2] 1>2>5uL
10- 1112 | #&3r4[F522 3] 1>2>5uL
RREZI3AF 2 RERRY VG ARERIEEST DS 0o d ik
S EFRETRPE RERGAL S BL S [ 22])
FERELIE P EERESARSUL &R R [FB2 2 2] 20l -




= B ARER

F 5% p# 1 108/04/08

10 4% B (RH) @ 65%

R (RT): 24 C
[Em& 1] (prABg )—Irem oL 2:1)
[55222) (4447 F2 5 = % 2018) —HPTLC % * % (365 nm)# !

(B # % Rpfe 5 0.43)

[ BB 2) (44497 BL 5 = K 2018) —7 b @(40~60 C): 2 me (1:

1) v
[55=2 2] (444 %9 5 =% 2018) —HPTLC % * £ (365 nm)#

M(wF#E R 3 0.3)




[EB#3) (p 7B %2)—J-’°"%-f5m' (4:1)
[5522 2) (4487 &L % = %% 2018) —HPTLC % £ (365 nm)i&
di(Frw e & Ref % 0.21)

[Emad4) (L1487 2L % =x2018; ¢ #F4 X fr®FL 2015)—F o fi
(40~60 C): ¢ @ (3:2)
[55~5 2 2] (46447 2 % = %% 2018) —HPTLC # ¢ % (365 nm)#
d(m e & R 5 0.14)

1 : Blank

2 %P E

304 B4

5 Spike

IR R B AR L Y B Y
#

BREI S R LY BL S 2R
AR [ERA 2] BRE 4

R B A S BE A AR o o



T RENER
F 5% P 108/04/08
10 $H% & (RH) © 65%
B REQRT):24 C
[E @A 2) (44 8e 22 5 = 5% 2018)—F jd i(40~60 C): ¢ e (1:1)
[55=i2 2) (BAFL Y By 5= [Fp2i2 2) (BALSY By 5=
%< 2018)—HPTLC % ¢ £(254nm)¥ % 2018)—HPTLC ¥ ¢} % (365 nm)#

g g1
ol S

1 : Blank

20w E

3:4 &R 4

5 : Spike

ERELE T GV DR RGOS nm) AR H s LR NG RSP A2 IEF 2 Fow
PR AR R



I~ SRR
F 5% P 108/04/15
1 $H% R (RH) © 51%
ERERT):23 C
(BB & 2) (4447 4 %vz 1)22018)—?;& ﬁ‘y";(40~60 °c): @ (1
% = %% 2018) —HPTLC %

[z 2) (B& L4 &2

1))

ok %(365 nm) !

1 Blank

2 e % (1.0 mg/mL)
3:4 ¥ &% % 1 (NC-1)
5:6 & &% % 2 (NC-2)
78 ¥ &% it 3 (ND-1)
910 ¥ &% it 4 (ND-2)
1112 ¥ &5k 5 (CA-3)

13 Spike (& &% i 4)




1 Blank
2 W % (1.0 mg/mL)
34 ¥ &% % 6 (CA-1)
516 ¥ 53 % 7(CA-2)
78 ¥ &% 7% 8 (SA-1)
9-10 &% % 9 (SA-2)
11 12 i 553 7% 10 (SG)
13 Spike (¥ &% % 4)
RmBER AR Té Sz [ 2] 258 nig kg e F
oz [BERA2) A3 w28 > b k(365 nm)'f%ﬁ%ﬁﬁ(

o

"



A v L pg TA Y RSB

F 5% P # o 108/04/15

1 #H% R (RH) © 51%
ERRT) 23 C
[Em&2] (B44 57 FL %

[55 =2 2] (B4 447 #L % = % 2018) —HPTLC ¥

ﬁ%@—%ﬁM%ﬂm)LMUI
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