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¥ L (DICHROAE RADIX)

- HE
A AR LSS FR A LEHE 104

CRFZETER

(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; 4 7 ¢ ++ Agilent ZORBAX
Eclipse XDB-C18 Column (250 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 7?. 1. Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7um)

2 % (99.9%)rp >+ Sigma-Aldrich ; 2 f5(95%)REp *T M3z F £7 127 3
? fz (HPLC grade)pdp ** Merck °

(=) HE x5
Bt 5 F L ADichin A A *0 85 443 T2 P 0 B R 98% 1 .

T o~ R
(- ) BREEBBR4TR
Bk Rk T E B 1.0g0 B SOmL s F ¢ o g A
T S 70%7 7 - 50%9 fF - o fiE ~ 75%2 i ~ 50%2 i ~ ok £ 10mL - A2
3 4R I ST (5 5 300W 45 3 40kHz) 30 A 48 4 10 A 45( 5000
g) B~ ik » i3 £ & im(Syringe filter, PTFE 0.22 pm) » ¥ ¥ « & & 10 uL
A~ B i AR K 4 R(HPLC) 4R FF s 2 B 2 R B ¥ LF A B
/P‘»“lém ‘Ef,a i#‘—""ﬁg"/p‘kﬂf

= ﬁ’di—r—B’"kgﬁpf"u
BRI Ph RGBS 20 506 %) 1.0 g> & S0 mL gra g @ » 8
Fide » 7 SmL o A2d sL4R I AR (5 5 300 W o 4F % 40 kHz) 30 4 45 »
o 10 # 43(5 5000 x g) > B~} /}a TS T SmlL 2 EFLP 0 4P fg 1 %)
B ¥ 3 £ i /a(Syringe filter, PTFE 0.22 pm)> ¥ {¥ o & 4 10 uL ;. » HPLC>
ARBIASEAF L2 SR EP e BN A REPR 2 T iE

iR W S



(Z) HEBRESRR
BEHPRESFLE A 0lmg: 4 ImL " BE+5 1mL 3§
# A100 pg e SR8 & Bk 0 T EAFR D 1.0 pg/mL = HRIER
.y

(z) &B R
B A b 2B 20506 %) 1.0 g> & S0 mL frag @ » %
Foter P AR SmL v 425 IR T AJZ(# 5 300 W o 4 5 40 kHz) 30 ~ 45 >
dc 10 A 48(9 5000 x g) » Bt Fi o A RIS EAFRB LK 0 S H 1 F
oI 10mL 2 T ALY o4 > T BRI %R 33 1 8 u(Syringe filter,
PTFE 0.22 ym) » {8 o

(7 ) plasz
s | B pr e Bt P AR IR BoA o e 2R % 10 ul o 2~ HPLC > B 2o
FRREY QLB ERRY A LEAGSTE > TE

(=) wER
Brgex P f Lk A RS R 3R 2(100 ug/mL) > 1 7 ERAFR S 7
FliZ A A5510:50~20~1.0~0.5pug/mL B8 503 7% o 111 A% & B
10 pL & =i » HPLC i& {7 28 &4 47 > 1% &8 52 % 5 ff (y $h) otk 4
kR Eh)EFRETF o T RFRERL 2 AR y=ax +b & AP 1%
#R?o

(=) H%RRER
W LEAER A 1.0 pg/mL 2 $HERARE SR el iR S 4 0 F
Lk A L G R AR RO HBEL

(~) £ R R
L EHMEBFR-#3 EFLb i 2T LBREARAE > 2TFUE S0 F
g ik RB R N FLEA ST E%) R RO HEREL -
2. B - 23 BF LB ko R LR UE 220G LR SR
o MBI B 0~2545821624 ) PRERRIE 0 ¥ LE A g G A G
itk RO HEEL

(1) BplE e LR B UGER
1. 1 p]4&*2(Limit of Detection, LOD) : #-2 vk & 2. %ﬂ-?f‘é} ik 3 SRR
I AHIEIM L =3 FER O TE B RHRAGIE o
2. =8 ’f}?; (Limit of Quantitation, LOQ): #-2 sk & 2. ’Fﬂ-?"r‘% % ik 3 ST



USRI S =100 kR 0 (R A BRI o

(+) A
e LZAZEDFLEHE RS X P REREHERH05g A~
Bl4e » 02 mL ¥ L& A AR (100 pg/ml) > ¥R SRR EE S T
R e
(+ - ) HPLC » #7if iz
1. & 47 * Agilent ZORBAX Eclipse XDB-C18 Column (250 x 4.6 mm, 5 pm)
2. #pAE - UV323nm
3. ;wz - 1.0 mL/min
4. FHUR R 135°C
5.4 ~% 110l
6. # & 4p :
% 2 (min) ¢ 7 (%) -k (%)
0 10 90
25 15 85
30 70 30
(L) 43 a¥ Lz Epla
P07 B LB RSB REAE S ZAE RSB R B2 10D
@A 3 451 0 HPLC > #r# T3 6 ff 'k | 2332 BH ¥ L3 A
S A G R
(=) ¥ L &2 UPLC K 17 i i
1. & 47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100x2.1 mm, 1.7 pm)
2. ¥ BIAE UV 323 nm
3. sk 0.4 mL/min
4. FHER 135°C
5.7 A>% 1 1.0uL
6. ##4p
¥ R (min) ¢ 7 (%) -k (%)
0 10 90
10 15 85
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WGP 22.48 A AT ¥ LiE A R L% (F- ) -

somA

40]

i: N
A L

7‘ 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 |
0.0 25 5.0 75 100 125 15.0 175 20.0 225 min

B- ~ ¥ L% AR 0% 0% 2 HPLC & 17 R

(=) # &% ik &2 HPLC & 45
WG 2248 rEME T Y LS F L2 ARE(BZ ) Ad
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% ¥ L% A L% G # (mAU) Bk B
" P 236619 N
5%" fis 202111
50% " fis 201398
¢ p% 175527
5%z fis 225813
50%¢2 ik 201667
K 80327

(2 ) bt 5 P
ﬁ%‘%&?ﬁiﬁ"Z:izﬁ?‘\j < ;,Z!—#TLL'%AI‘TB"?DAE(:TB,\;J‘%& 98%)0

%= # Jl’}ﬁ&f?’»:{ﬂtglfé

LR S ¥iE AR & F (mAU)
1= 333725
2% 157130
3 =% 8543
4 =% 1336

(I) BREEFLEFARESN
SR ERFLEASE A KT B PF B (y) 0 T otk
B 20 5 y=53523.80x — 261.24 » R2=1.0000 » &7 k& £ 0.5-10
ug/mL § 45 chBER G (FZ) -

¥ LEA
600000 - Y =53,523.80x - 261.24
& 500000 - R2= 1.0000
w 400000 -
< 300000 -
200000 -
100000 -
0 . . , | | |
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J& & (ng/mL)

M= ¥l A2ZREAR



2= ~FLEAZRERS S

¥R AR 5 & B (ug/mL) S A el R?
i A 0.5-10 y =53523.80x —261.24 1.0000

(2) # % & 225
PEREERT F1* HPLC TEEETHFRRE L FLEAMHD
B2 MBI L 5 051%  f i SiE " 1R Kp o

(=) EAF B RUEER
FEHRZERHET > JI* HPLC 2R 2 ehd it 2d » ¥ L2 AL 41
2 PSR L 5 2.86% 0 f kAL R RPN o FLEA B 24 PN AR
T ML APHIEEL S 259% 0 1L B ] BT RS AL
24 ppEp A o RlES LR

(~) HRHERE T8 B GE%
Fid A RETS 0.1 pg/mL (Fle ) 22425 0.3 pe/mL ()

7) o

mAU

3.0

257
2.0—%
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1.0% FoLEA
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oot LWN\M%L
o |
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Fow o~ LA REAST

FRIEDN
tiploE B :
R R.S.D. (%)
#2R  (n=5) 1.0 pg/mL 0.51
g4t (n=H) th =% % (No.5) 2.86
£ 7 1+ (n=6) ¥ &% % (No.5) 2.59
B pHE (n=3) 0.1 ng/mL -
T E %' (n=3) 0.3 ug/mL -
(1) 7 ﬁ ¥ T ¥ Rk
F Lk A L0 s fz S 5 100.0% 0 Ap R L 5 5.00%
I ~FLFA G eF
ot BHAE | 278 |[forE| REE | wiF |[TiBw S | RSD.
T @ (mg) | (mg) | (mg | (%) (%) (%)
1 0.5 0.019 | 0.02 | 0040 | 105.00
2 0.5 0.019 | 0.02 | 0038 | 95.00
3 0.5 0.019 | 0.02 | 0040 | 105.00 | 100.0 5.00
4 0.5 0.019 | 0.02 | 0.039 | 100.00
5 0.5 0.019 | 0.02 | 0038 | 95.00
() 243 &% Lz 8ple
1044 LEHZ § BRI LSS ECE ) ot 2 7 0 F LR A dg

£ % 0.001-0.004% ° o **F LZE A 07 £ M(<0.01%) > EZRF37F L
%*’Hﬁﬁ‘r*/ﬂ\ﬁfd'% gy B oo Wi LE A RE T E R
8000 (§ % & % 19407) «
Lo AR BV LS FLEASDEE
EHmy(No) | #LF2AZE(%) | ##H%5No) | 13 A7 E(%)
1 (SU-A) 0.002 6 (NC) 0.004
2 (SU-B) 0.004 7 (NH) 0.001
3 (SU-C) 0.001 8 (NB) 0.002
4 (CA) 0.001 9 (NK) 0.002
5 (NM) 0.003 10 (NI) 0.002




(+-) ¥ L& 2 HPLC 45 & W3 o =
P10 #47 & ¥ L 53R & 10 uL ik o i 7 HPLC 4 % Bl3#en
BT o

1. & 47 ¢ * Agilent ZORBAX Eclipse XDB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥R E UV 323nm
3. ;i ¢ 1.0 mL/min
4. FHLER 1 35°C
5.4~ 8 110l
6. # & 4p :
P& F (min) & 3% (%) -k (%)
0 10 90
25 15 85
30 70 30
o
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Bl ~ 10 % L # 2 HPLC 4y ¥ Rl3¥



(L) #ER¥L% A2 UPLC & 47
TR 499 A ST ¥ LE A HRE S (B ) .
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0.40+
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0.30 /
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=2 1
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0.104

0.00 T T T T T T T T T

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C

Minutes

B-= ~ % A% 5% %2 UPLC & 5 B

(+=2) 7 &% Ltk &2 UPLC & 47
NAF TR 494 S Bk K LR K LF A g (BN e
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0,001 T T T T T T T e
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B~ 7 8% Lk 52 UPLC & 44 B

(L2) FLEAFSIA LT REGE

b+ 3% I CoHeO3 5 & F & 1162145 5 3 8L 1 230-231°C 5 v ¢ & o

m
HO O O

(L1) ¥4k A i
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._. . g i [
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B4 -~ ¥L% A 5 'HNMR Bl:#(CD;0D)

(+-=) ¥L% A 5 3CNMR Bl
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Umbelliferone #98-106 RT: 0.97-1.04 AV: 5 NL: 6.68E8
T: FTMS - p ESI Full ms [50.0000-750.0000]

100
953
905
857
805
755
705
657
605
555
503
457
40=
353
30
25
205
=
104

B 75.0071

5 141“0154

161.0230

59.0122

Relative Abundance

[M—H]

“

167.1063

O g i‘l"l""\""l“' e "\'!"I“"\""|""
60 80 140
miz

B+ - -~ %1% A 0 ESI-MS B

(+4) ¥L% A chFTIR B3

70

7
. y
(O

40

2609.22

30

% Transmittance

20

2828.13

3157.08

/”ﬁ

\

1705.95 =

1602.75=.

1567.29
1508.42
1409.12\

. —

989.10

902.82

850.54 g3578

3000 2500

Wavenumbers (cm-1)

4000 3500

2000

1000

B - - #.0% A HFTIR Fl¥
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B-L= - %L2% AUV B

SA-) FLRASE R F N

FlE A

%~ FLE A hE LB 245 (CDsODY

T
nm

position ou (600 MHz) oc (150 MHz)

2 - 163.7
3 6.17 (d, 9.0) 112.4
4 7.83 (d, 9.0) 146.0
4a - 113.1
5 7.43 (d, 9.0) 130.7

6.78 (dd, 9.0, 2.4) 114.5

- 163.1

6.69 (d, 2.4) 103.4
8a - 157.2

4(Multiplicity, J in Hz) in ppm.



: DICHROAE RADIX
- Dichroa root
DA &5 LB ¥ fi(Saxifragaceae)ts #+ ¥ L Dichroa febrifuga Lour.z iz %

-

(-) ®&aR [F2221] (AR

sy
N N N

Ve

~ o~ o~

— P AEE*Rx 1.0g> 4 ?f 10mL 425 A&T 30 »
48 WEip 0 PR TR RSBR o
[52222)(p FEF)Y
— B Ak 1.0g 4 ® B SmL 425 A4RT 30 ~ 45
Wig 0 PR TR RSB R o
[5522 3] (F AR
—PFAEkEx 1.0g 4 ?f 10mL 25 A& T 30 »
48 e 0 iR kEFLIC 0 AKA T iR I mL R 27307
ﬁ?«’fﬁ&'?%‘fl °
HERES ¥ L4 A Dichrin A)REEES - 47 BRAF | mL
R 7 l0pgea R o FLHRIREERR -
HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
[(Em&] (p FRHE)Y
—" F e fkC g TP (6:3:0.1)
10ecm x 10 cm ~ 20 cm x 10 cm
B OERWFEALTF ISA,4& FFER  BEREHEcm-o
Bd & AR E 365nm 2 % PUER ST RAR o

;O o
B o
e

Pl
E]
=%



I NFZERZ RRRE

F 5% P 106/08/01

10 $H% & (RH) © 54%

# B ([RT):26 C

[E@&])] (fp FRE$)—" ¥ 1 cphef: 9/ (6:3:0.1)

ey L wi
1:2:3 # % A (10 ug/mL) 1:2>5uL
4-5-6 ¥qiarl [F532 1] 25> 8ulL
7,859 Wil [55 2] 2:558uL
10> 1112 Va1l [52232 3] 25> 8uL

EHY A 3AT R REARY P ARSI EES T EAA B A A
B RGP NERRARE RN mER [F52022])
EREA R K LR ARESAR LUl B &R [F52 3 2]



2 BRRINES
F 5% P 106/08/02
B ¥% & (RH) @ 56%
B EMRT) 26 C
[EE#&]) (pFBEB®)—" F ey " (6:3:0.1)
[55=22)p F#%)—HPTLC % [% =2 2)A 7 #%)—HPTLC %
¢k k(254 nm)#z k(365 nm)#e (¥ L& AR E 5
0.39) v/

1 : Blank

2:F L A

3o4iwERR ]

5 : Spike

FBRBLE T N AR A k(365 nm) T BT dUaRcE b k(254 nm) G g b P B2 GE
2L E ARSI e



e L 2

F 5% p ¥ 1 106/08/02

10 4¢i% A (RH) @ 56%

ERRT):26 C

[E@&])] (fp FRE$)—" ¥ 1 cphef: 9/ (6:3:0.1)
[ 55 22) (p 7 #%)—HPTLC ¥ ¢ %(365 nm)# !

1 Blank

2 ¥ L 2% A(10 pg/mL)
3-4 53 % 1 (NB)
506 % &% % 2 (NC)
738 th =% % 3 (NH)
9-10 i3 % 4 (ND)
1112 ¥ 5% 0% 5 (NK)

13 Spike (# i3 % 1)




1 Blank

2 ¥ L% A(10 pg/mL)
3.4 1 5% 6 (NM)
5°6 ¥ &5 ik 7 (CA)
758 ¥ s % 8 (SU-A)
910 &% % 9 (SU-B)
1112 ¥ &% %k 10 (SU-C)

13 Spike (¥ &% % 1)

HEiER I g AR [ 22] 2R s X up B2 [BERA]) »

#BAF L E A A R(B65nm) T EARELE o




