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SEANE S P 1 E tE (2009)0 ¢ B B S AL B Y FE
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BAH P L IRSHIE (2013) 0 S B BE - S0 LRI 0 208

R B THT (2010)0 ¢ FeWH o 27 Y FFHFLF 0239241
E °

PRESEFPUERTTRA LGB RERTRE (2011) ¢ WY FH I E
FURL 2P PREREEHLP o B LR AP IR - 183~184 F o
RG-S PETRRP £ FFEHIE (199%6) P REHF L -2

YR F L TRAL 0 330~332 F

B3y FEFEZL (P FAT) 5t § HIE(1999) ¥ EATH S o b s
A LB P RAL - 877~882 F o

RpFEL LR € (2009) ¥ FA X EfeRFL P FHBETYD RE -+
FoLARGFEA AL 0326 F o

B 7ZEL £ B ¢ %iE (2010)° ¢ E4 A X fo@FL 2010 #4530 e 4L 57 ¢
YORF EFTRAL 0 246 T o

AP RSB ESRE (2010) ¥ P BHESRL c 4k T LT
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dEiE LB PR IURAL o 156~157 F o
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(- ) HPLC &k B2 K178 4=
Agilent 1100 series > ¢ 7 Degasser (G1379A) ~ Quat Pump (G1311A) ~ DAD
(G1315B) ~ Autosampler (G1329A) » Column Oven H-650 (Chrom Tech, TNC.) ;
& +7 ¥ 4L COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 um) °

(Z ) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC» # 7 Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; £ 15 ”;? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

7 5(99.9%)B i 5t Merck ; ¢ FF(95%)BEA SRR E £ 12 oo
(99.9%)Fp >t Sigma-Aldrich -

(=) s
1 500 & + & (Osthole) Pp *+f L2 A H LG A& » B R 98%M

+ oo

E o~
(- ) B EFPR3HTR
Beh AR 45 F AP 02g0 ¥ SOmL 4t ¢ 0 Bawe

»E R~ T5%9 FR ¢ B~ T5%2 fE & 40 mL o AR 4R T RIZ(F 5 300
W > #f 5 40kHz)30 4 45 > o 5 4 48(5 3000 x g) > 12 No.1 jj ik T
50mL 2 = & #L¢ > 4 » B 4R3 % R 0 #3 £ 4 (Syringe filter, PTFE 0.45
um) > B~ 0 T e & 4510 uL o » HPLC » o orpl 85 5 & £ 2 R
SAT R B R A R AR PR 4

(Z) B EPIHEER
WREfEP-k 5o (B % 20 5L %)% 02¢g> % 50mL #rw 3 ¥ ,;2;@
FEde » 7 AR 40mL o A7 4R IF AJE(# 5 300 W o 45 & 40kHz) 30 4 48
e 5 4 4(5 3000xg) 0 12 No.l g Ay » Poipik > #4 1 50mL 2. 2
BHg? o 4 P @I %A > # 3 L 8k (Syring filter » PTFE 0.45 pm) » 8 o
£ 4 10puL iz » HPLC » A R3804 €47 F it 2 2 5 55~ a4k > 3 34,
BASREPRR > FEN RGBS



(Z) #$REESZR
B E TG+ % 20mg- 4 10mL " i &5 | mL 7%
B & 200 pg iR SRR E R R 0 BT AR D 20 ng/mL WS R AE
}r'r'/pu °

() &5 R
BRI ASB RGBS 20568)902g> 5 S0mL g g? > &
Fide 7 R 40mL o 425 LR I ASL(3 ¥ 300W » 4 % 40 kHz) 30 A 48 -
Yo 5 4 48(5 3000%x g) 0 12 No.l jg AiEim > B~pi > &4 1 50mL 2 %
E£5LY o 4P AR T % R 0 ¥ 3 £ i /g(Syringe filter, PTFE 0.45 um) » {7 -

() plEiz
Ao ] Mg BARIE R R s e %k & 10 pl o A~ HPLC » Rl 2

* R fﬁ;"'?“?/pu % v iuf%—*'%mé‘i » AE

(») REM
Rreen pobe =+ & W0 555 & 03k i (200 pg/mL)> 2 ? ER AR S
FYHRFEAE 5 10050201050 2.0 pg/mL eif 8 553 0% o 12
PRk AP 10pL ~ B2~ HPLC 217 28 A 47 f1* R 52 % 6 ff

(v ) frif b 52 R R (x )i R w jF o © RiFRE M2 2 20 y=ax
+b 2 An b G H R -

(=) # % RE®
MG F R ER & 20 pg/mL 2 ¥R AR B0A R ik R 5 4 0 e
B R E G s gt RO APEHEE L -

(~) EHEE R

€4 -3 LER R RBERSARAE S 2T FHE 5S>

Wt SR BRI R+ 07 £(%) 5 pie RO AR E AL .

2. FEFNM B - P LER R o RPER SR A 2 WUE sk s

B AW A 024851624 | PEEBRPI R T KT F ek
et KOl gHRERE L o



(’L ) Iﬁ /? ’h?_;‘;”‘l ""? ﬁﬁ‘ FJ—S"%E
. 18 B4& *(Limit of Detection, LOD) : #-2 )k & 2 {& 2 504 7% 7 Lo
TriAg At 5 23 k& 0 T L RHERE -
£ & *(Limit of Quantltatlon, LOQ): #-2 svik & 2 3 &0 ik 7 ST
AL S =101 Rk R 0 (s R REIUBE

oo bt R EOBEHEEAS O EF pEREERE 901y
A~ 0.5mg et S+ F 0 TR SR REE S E TR A

(+ - ) HPLC » f7if i+

1. & +7%¢ * COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pum)
2. ¥Rk £ - UV 320 nm
3. stiE ¢ 1.0 mL/min
4. gHE R 1 30°C
5.4~ 10l
6. ##4p :
¥ ¥ (min) z ¥ (%) K (%)
0 52 48
25 52 48
35 100 0

(L) 4487 6 sz 2Rl
P10t BpE B Rk SRR G 2 W RSB IRBE 10D
@A 3451 0 HPLC » #7118 T o0 % & R =l B N s e

N A E
E’ﬂp/}a‘g'_o



L =) UPLC % 1 i

1. & 454 : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)

2. ¥%plAE 320 nm

3. s 0.4 mL/min

4. FHER :35°C

5.0~ 1 1pL

6. # & 4p -

¥ ¥ (min) z 3% (%) k(%)

0 10 90
2 40 60
5 45 55
8 50 50
10 100 0




I 2%
(- ) &8 58tk + %2 HPLC & {7
ST PR 193 A 4B RAE T b R+ R R L E (- ) o

mAU; v H‘ 3 _/%

604 /
504

404
303

204
104

0 5 10 15 20 25 30
Bl- ~t Ak %% 8% %2 HPLC & 47 B

(=) 7 &tk &2 HPLC A 47
WA G RER 193 SR T BE RS R FE(RS ) A a4
FR)Z 45 FEFF (N5 099 H2h g * & Kp o

mAl
b+ %
801 R R

/

401

0 b 0 = = = .
Fl- -~ & bist 2 HPLC & 15 B
(Z) Bt EBpami

Ao R RBHEPLR

i s A Bt E B
" p% 876.59 N
75%7 [F 770.02
 fi% 864.79
75%¢ fiE 777.75



file://192.168.1.109/lab/14_%E7%B6%B2%E9%A0%81/03_%E4%B8%AD%E8%97%A5%E5%93%81%E8%B3%AA%E5%88%86%E6%9E%90/20230109_qaTCM/MI-TLC-HPLC/108%E7%A7%91%E6%8A%80%E8%A8%88%E7%95%AB/108HPLC/108%E8%97%A5%E6%9D%90/%E7%8D%A8%E6%B4%BB(%E8%97%A5%E6%9D%90).docx#_Toc398027315

(2) bt 3=
BERTEP LA ALY @ B0+ 4 5P 2(F P53 98%) o

2 RSP AGTER

" ORR P g/ B
1= 864.1
2= N.D.

(I) BESWAT 2HER
EARERIRT R OME PR ATRE 6 A 0F i B(y) 5 B et
& AN S y=33.269x + 1.7401 > R=1> Btk R A 2.0-100 pg/mL 4)3

Qg S G (FZ) o

3500 - T EE
3000 4y =33.269x +1.7401
R*=1
2500 -
% 2000 -
v
¥ 1500
=
1000 -
500 -
0 T T T T T 1
0 20 40 60 80 100 120
k& (ug/mL)

Bl= ~ v+ %2 16 € 5H

FZ S RF RLRERT AR

AR & JE & (ug/mL) ey il i FE R?
¥k + R 2.0-100 y=133.269x + 1.7401 1

FEET I HPLC 2 B2 R A F WA F 2 H B A2
ARFHEE X L 0.08% » Bk i B R o



(=) EHPERELERER
PHEEE T | HPLC R R 2 ehE g2 i hF 2 E45 122
AR L S 1.68% 0 Bk suif * B RPN o v i+ F 24 ) PP FEE
A APHIREL S 054% > $ 1 LB ) o ForG RS AILIN A 24 ) B
B RES A LR o

(™) WpHE e T F ' UR5%
ME R & PR 02 ug/mL(Ble ) 2B 4E L 0.5 ug/mL (BT ) -

én\é R+ &
0. 61 /
0. 44
0. 2
U_
-0. 29
-0. 44
0 5 10 15 20 25 30
Ble ~sv sk + % 2 PR L 47 B
AL
1. 754 L7
1.53
1.257
I5 /
7.53
5_
2,51 I /
0_
-(0. 25‘#‘\(«—‘
-5 5 70 15 20 % 50
BT~k F2 T E®IETHE

Fw o~ FREAS T

vk F &
R8P ”
kR R.S.D. (%)
HHE  (0=5) 20 pg/mL 0.08
EAEE (0=5) &%k (No.8) 1.68
) ¥ 53 % (No.8) 0.54
R (n=1) 0.2 pg/mL -
TE &' (n=1) 0.5 ng/mL -




(4 ) Fbew ok

Wk F TR e T F 5 100.8% o

TR LS 2.64% °

23 Wk FiReweF
WoBL |FHHFEEL | FFE |rE (BEE | wF | TEwF | RSD.
(8) (mg) (mg) (mg) (%) (%) (%)
1 0.100 0.576 0.5 1.057 96.20
2 0.101 0.576 0.5 1.090 102.80
3 0.100 0.576 0.5 1.093 103.40 100.84 2.64
4 0.101 0.576 0.5 1.087 102.20
5 0.101 0.576 0.5 1.074 99.60
() 287 G g RT
103 EBH2 2 ERTRESFFEES)cd 2 Tr kT RD7E 5
0.508-0.913% o i3k piE b+ A0 A+ Fhg £ 853 050% - 2
S BdE s B 3 B A 3R E R A KT 8000 (5 % 23000) o
EINEY Y T TR S
Z44 ¥ %.(No.) W E 2 E(%)
1 (ND-2) 0.677
2 (NR) 0.630
3 (NY) 0.866
4 (NZ) 0.509
5(CA-2) 0.562
6 (CA-3) 0.913
7 (CA-4) 0.686
8 (SA-2) 0.656
9 (SA-3) 0.508
10 (SG-2) 0.766
T 32E+S.D. 0.677+0.138




(- ) ibi& 42 HPLC 45 % Bl e &
P10 #47 & JbiEtk &3k & 10 pLig k> & 7 HPLC 45 = Bl 0

R e
1. k45 + COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 um)
2. ¥ PIAE UV 320 nm 3. ;i ¢ 1.0 mL/min
4. FHER 130°C 5.1~ % 10l
6. # & 4p -
P & (min) z 3% (%) k(%)
0 30 70
15 30 70
20 45 55
40 65 35
45 100 0

RS 3

/
Lo R U S U
Bmﬁ__hﬁm E_JELLA______J______JL_ﬂL__EL
mni_1+L_____¢_________hhug . Lmﬂﬁt__ii
wd ——— W T
o] J, R b
ol S W 2
3nn-f_J\_L[ ) L.-,t 4
wod h. e o B
S R e 2
Lo WD N I
L

B> ~ 10 344075 #4122 HPLC 4y ¥ Rl



(=) ##23th+ 4 2 UPLC A 47

WF G R 7.59 4 48 hE T b R R R e (B ) o

0.50
0.40
0.30

2 ]

< il
0.201

0.104

0.00

0.00

-—T 77— T ————T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

Minutes

Bl= 40k + & 8 5030 2 UPLC & 15 M)

L =) W & iEk S UPLC & 1%

WAHE G 7.60 2 48 kE T iEtk &P Uk T & kg (RN ) o

10.00

0.20
0.15]

2 0.107

mw
0.00-]

A

0.00

1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
Minutes

B~ 7 8 biE 52 UPLC & 19 R

(te)dtxrF a3 o338

H,CO oo

i F 38 1 CisHigOs 5 &+ & 124429 5 '3 8L 1 83-84°C 5 v & sk o
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8 7 5 5 s : T prm
l'A_U‘U I._‘DII 1‘.’U5 s 1.‘0‘1 3'};3 7‘:;1 ?:4 3."03:1
B4 -~ A T % 0 'HNMR Bl (acetone-ds)
(+ =) s+ 4% PCNMR B
5 N
|
|
| |
| | |
-~ ( ol L ; ! WSS
zoo i80 160 140 1z0 100 &0 60 40 20 ppm

B~ -2t B 3 % 0 3C NMR B # (acetone-ds)



(+ ™) st k3 2 cn ESI-MS B

Osthole 190213130446 #167 RT: 1.72 AV: 1 NL: 1.35E8
T: FTMS + p ESI Full ms [50.0000-750.0000]

. 2451170 [M+H]+

95
90

857

o @
o O

Y
R
il

[M+Nal*

Relative Abundance
o
o

35 267.0987

207

5— ‘ 283.0725 290.11745

T T T T JRRI EALY T T T T T T I‘[“I"\“\“‘I"'\"‘\"‘\"\“'l”“"‘l'”‘”I T T 1 T T T T 1 T T T | Trerg T T I T T T T |
200 210 220 230 240 250 260 270 280 290 300
miz

Bl - -t kS % ESI-MS Bl

(L4 ) s HF3F 3 nFTIR B3

100 4™,

w0\

40- J/

%Transmittance

30

3421.83 ™~

20+

3001.78
2915.31
2848.59

143528
1282.09

1252.44
820.92 T

1721 ‘sg\\
b1ty o e N

4000 3500 3000 2500 2000 1560 1000 500
| Wavenumbers {cm-1)

Bl - 4055 % FTIR Bl




(L) A+ 20UV BH#

Abs

201 nm

2.0

0.5

200 250 300 350 400



L) EFE I  RICEER

= S~ k3 gz > B IYE = (acetone-ds)?

position Ou (500 MHz) dc (125 MHz)
1 - -
2 - 160.9
3 6.19 (d, 9.5) 113.4
4 7.86 (d, 9.5) 144.9
4a - 113.9
5 7.50 (d, 8.5) 127.7
7.02 (d, 8.5) 108.4
- 161.1
- 117.8
8a - 153.7
I 349 (d, 7.5) 22.4
2’ 5.20 (m) 122.3
3’ - 132.6
4 1.63 (s)* 18.0%*
5’ 1.82 (s)* 25.8%
7-OCHj3 3.95(s) 56.6

4(Multiplicity, J in Hz) in ppm.
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(- ) HPLC &k B2 K178 4=
Agilent 1100 series» # 7 Degasser (G1379A) ~ Quat Pump (G1311A)~DAD
(G1315B) ~ Autosampler (G1329A) > Column Oven H-650 (Chrom Tech,
TNC.) ; % 45 ¢ + COSMOSIL 5C5-AR-II Column (250 x 4.6 mm, 5 pm) e

(Z ) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC» ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector : # 17 ? 1. Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 um) °

7 f$(99.9%)pp *+ Merck 5 ¢ 88 (99.9%)H p > Sigma-Aldrich ©
(=) &5
I 580k + % (Osthole) Pbp *+f LA F A H LG F A7 » B A 98% 1Y

+ oo

T o~ AR
(- ) B BEBRHEEHF
WFA R BB R EH

() B ¥ P ™
WE P R E kR DS EH -

(Z) HREELZBR
EREALFEE 530 K 3 % 20mg > 4 10mL 07 Fgl A E ImL 780
B+ % 200 pg iR SRR R R 0 20T ERARE D 20 pg/mL B R AR

3 S
—’Er‘%;a R oo

(z) &3 R
REAEP A SR A(E S 20 )9 02g> B SOmL g § ¢ o o
Fide » 7 40mL o Ag 3 AR IF ESE (3 % 300 W+ 47 % 40 kHz) 30 A4 4 -
e 54 48(% 3000 x g) 0 4 No.l g i > P~k > &4 1 50 mL 2
TEFLY 0 AP BRI %R 0 # 3 £ 18 (Syringe filter, PTFE 0.45 um) » <



() BlEsz
A

o

—_

] B Fren B3 PRAR I 03 0% fR &% 0% 10 ul 2~ HPLC - iR o
AR M ERRC R T F D E 0 T

(=) wEHR
Brge Pedt b+ % R 505 % % % i £(200 pg/mL)» 2 @ R A L
TR AEF E A H 5 100502520~ 10~5.0 ~ 2.0 pg/mL ik & 255 % o
"Rk & B 10 uL A )i~ HPLC i 7 28 A 470 1% R0 52 i % 4
iy ) frik S ERX M) FRETF > T RERERL S 25t y =
ax +b 22 b Kk R -

(=) H % &%
M R ER 5 20 ng/mL 2 HERARE SR i F iR 5 4 e
B R E G s gt RO APEHEE L o

(~) EAF & e
Lo EA P - 3 BIEG P B A > BIbES SRR R AR S T
FREE S A SRR 0 BERRI R R+ F 98 B (%) 5 4
o KhtmEREL -
2 ERALB R - 43 BpiEA Sk RbEA Y RSB EA S 2
B PSR AW 0245816024 ] PREHRRIR >
SURR R G ff S gt RO EIRRA -

(1) WP TE T E L%
i k)& *(limit of detection, LOD) @ #-2 fvik & 2 #& 2 53 ik 7 474
oo T gt L =3 kR TR HRHRIEIE S TE &Y
(limit of quantitation, LOQ) * #-2 &wik & 2 -3 &0 i 7 S - & 350
ot L =10 2R 0 TR R ERAGTE -
() v ieF it
Bee vt B A R AMREA P B A S & DEAAR L H 0lg
AW de r 0.62 mg e B+ F o T ak SRR EE S R ITR



(+ - ) HPLC » {7 if i+

1. & 47 ? : COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 pm)
2. ¥ RIAE UV 320 nm
3. ;i ¢ 1.0 mL/min
4. FHER 1 30°C
5.8 ~% 110l
6. # & 4p -
P& F¥ (min) & 3% (%) k(%)

0 52 48

25 52 48

35 100 0

(L) 287 64y 7 2R

Pl047 B R ke s a i WA S 2 WERSAR L 0L

B 3451~ HPLC > #1F T 3o % 6 ff Z'dak | 28 SRtk + %

- N2 B
ET“F]/}:,Z,;&_O

L =) BiEA R &S 2 UPLC & 47 if 2

1. & +7%¢ * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7

pm)

2. %Rl E UV 320 nm

3. s 0.4 mL/min

4. FHER 1 35°C

5.4 ~% 11l

6. #H4p -

¥ ¥ (min) z % (%) K (%)

0 10 90
2 40 60
5 45 55
8 50 50
10 100 0




I %%
(- ) 1R 538 & + % 2 HPLC & 47
SE TR 193 A 4 UakE T b R T R S % (B]- ) o

mAU;
] T e

604

501 /
404
304
204
10
0 5 10 15 20 25 30
Bl- ~ v+ & R4 5030k 2 HPLC & 17 B

(=) &MWE4 7 # &2 HPLC & 47
W TER 194 S BARM T BEAE SRS EF ZRAE (B ) A

BF R=45>FEFF T=099 > 5¢ kS * 28 K0 o
mAU
801
55 #
607

407

0 5 10 15 20 %5 30
RBl= ~ 3 BbiE4 ¥ &2 HPLC & 47 Rl



(Z2) BRBEZFEFZRER
B RERIRTE)E LA AT A G hF B E(y) I ek
R 250 5 y=33.243x+6.4651 > R2=0.9999 » 77 ik & % 2.0-100 pg/mL

4 AR (M2 -

bk F &

3500 -
y =33.243x + 6.4651
3000 - R2=0.9999
2500 -
= 2000 -
HE
ot 1500 -
=
1000 -
500
0 T T T T T 1
0 20 40 60 80 100 120
JE B (ug/mL)
Bl= ~t kT 22 H%EAE
- W AFZ2ZHRERS 2N
¥R R 5 % & (ug/mL) LW §F AR R?
Il 2.0-100 y =33.243x + 6.4651 0.9999

(2) 4R 2 £ 47 P35
%G EHA {17 HPLC LR H & i R R U8 AT A H R A
CAPEHERE L B 0.08% + £ATEL A BEE LS 077%  Bh i
B Rp o

(1) BT
FREEHA WA F B2 PPN R B PR L
0.17% % 1 £ £ | » #4573 f SATLIA 24 [ Prp 23 Rl + + L3



(=) WP LE T 8 %
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: ANGELICAE PUBESCENTIS RADIX

: Pubescent Angelica Root
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