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AE(RHEI RADIX ET RHIZOMA)

- R
N 28 & g5 R =85k 48 10 fit -

S REFZANER

(—) HPLC &z B thETE:
Agilent 1100 series » 7% Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; Jgf&E+E Agilent ZORBAX EP-C18 Column (250
x 4.6 mm, 5 um) °

() UPLC f&es B thETE
Waters AcQuity Ultra Performance LC - £ Binary Solvent Manager -
Sample Manager ~ PDA Detector ; JEf7&+F Waters ACQUITY UPLC®
BEH C18 Column (100 x 2.1 mm, 1.7 um) °

I RERERE R KR

(—) wAA
FEZ(HPLC Grade)fi# & /> DUKSAN PURE CHEMICALS - B f# E 7
Acros » ZJ% ZBEHE H > Duksan > & H 5l H 7Y Nanwa > L H 7°
J.T. Backer -

(=) PEAEf
FEE L & K5 2 (Aloe-emodin) ~ K& (Rhein) ~ Az (Emodin) ~ K3
B (Chrysophanol) 8K 5 22 FH it (Physcion)f H Y i B VIR A E] > @i
& 98%LL I

Z N3 ;‘;
(—) BeEZREUT AR

L BURSIIR 2 07 » Sy REMEREEL 0.15 g » H SO mL BuO/E S - BEEHEIIA
FREE 25 mL > 43 RETTE B R R E AR (D% 300 W > #5240 kHz) 30 57
2 R NN 30 o388 > HU_E0% &8 (Syringe filter, PTFE 0.45 pm) » B[]
5 o« = 10 pLJE A S pe ik E @ #MHPLC) » DARTRITG 2 ARAE i
REZR ~ Kl - KER - KRB R B AR AR Ry R
HARHUTE ©

2. HUAREIIR 3 47 » B0 AEMEREEL 0.15 ¢ » B SO mL FeO/EH - BEEHEIIA
FREE 25 mL » @8 ERARZ A (D)2 300 W - #7122 40 kHz) 30 774 » Bl
15 5788 (474000 x g) » H{ 5 mL )% # )5 (Syringe filter, PTFE 0.45 pum)
2 50 mL R4EE R4S 252 0 T 8% HCI 10 mL JuEEDR 1 /N > 53 51
DI85 ~ 2B LBa e LBEAEHEL - 520 ~ 8 ~ JR4E - DARTAIG 2 A2
BMEH KRR - KElE - KR - KEBp RS 2 P s AR R



Ry FEREZERURTE -

(=) mERERUR G AL

RERERBHUA S R CEEE 20 5EEF4E)4Y 0.15 g > & 50 mL geovE

MEMEIIFEE 25 mL - JEEiRE 30 ¥ EEIIRZEICHE 300 W - S
40 kHz) 30 774 - Bl 15 7088 (494000 x g) » HY_EJE/RERS 2 25 mL &
BT - INHEEZIE > # 45 FHiE)E(Syringe filter, PTFE 0.45 pm) > B[]
% © &t 10 uL JEA HPLC » %ﬁ“ﬁ YEME FIHUTES R B H
R WAL RLE S - W R R AR -

(=) HIgEELER
HHEHIIEELESKEE - KEK - KEE - KeMEAKEEF
Bt 1.0 mg > 535000 1 mL AVFREEEIEEE 1 mL 3RS EEREE ~ K
ml ~ ReEE - KRBk eZ it 1000 pg HUREEmEEFEF SR - AL
FEMifE R 40 ng/mL M EEHRKER - Kl - KEER - KPR ER
PR T BT R s O

(M) fgimaik
AEMER AR Sk R A 20 5EER49)4Y 0.15 g > B 50 mL g LVEH o

AEMEIDAREE 25 mL - JieEiRiz 30 B0 > e REFEI (D% 300 W - 41
#2340 kHz) 30 57§ » Bl 15 57§57 4000 x g) » B EIER » BEE &
EER 1 X AOFEK @ BERER E 25 mL ESHT > IIFEZEZ]
[ » %5 F R )8 (Syringe filter, PTFE 0.45 um) » B{G » BUgam K S mL
& 50 mL ElEjfFR4E 252 0 1A 8% HCI 10 mL » Jig# iz 30 70
DOESAER 1 h o SAlts LR ZBE2<HL 3 K » X 10 mL - &HFAHkE
HZME ~ 8 ~ RHARZ - DI ES SRS 2 10 mL E Sl - IR EEZ2Z]
& > #5788 (Syringe filter, PTFE 0.45 pm) » B[{5 o

(F1) HIEE
I | AE TR UG B AR A0~ fdo % 10 pl > 73 A HPLC »
JE 0 FREEHGETRARPES RNEER - KElE - KR - KEEEAR
=ARHRENEE  BIfS -

(%) TR
1. ZEREIR B & K B ZAEAE A (8 (1000 pg/mL)/E & - DL ESFRfe S
AR E KR ITHIR80 ~ 60 ~ 40 ~ 20 ~ 4.0 pg/mL AVEEAESEIR - DA
EFIRFERU10 pL 53517 A HPLC i’iﬁH” BT > ML R
TR (y Bl RS i Z R (x ) AT TERME IR - WK ERZ TR
 y = ax + b BUHBIGE R -



2. HREER UK SRR S fh (8 R (1000 pg/mL)7E R - DUFHEERE RN &
w2570 R 100 ~ 50 ~ 40 ~ 20 ~ 10 pg/mL HIFEAEMAR » DL AR
FHL10 uL 53R EA HPLC #EFTE R T > Fl AR b 2 7 I R (y
) AT A R E (x ) AT TRRIE RG> MRS B R ey = ax
+b ELFHBAGE R -

3. AEREIRHUA s AR A AR (1000 pg/mL)7E & > DI EEMRERR &
ReZ 57175100 ~ 50 ~ 20 ~ 10 ~ 4.0 pg/mL YERAESAR - DL AR
FHL10 uL 53R EA HPLC #EFTE R T » Fl AR b 2 I A (y
ST RS A R (x ) AT TRRIE RG> MRS B AR ey = ax
+b EIFHBAGE R -

4. e UK S AR i (8 R (1000 pg/mL)7E & - DUFHESRE RN &
Rl 77075200 ~ 100 ~ 80 ~ 20 ~ 8.0 pg/mL AYFRAESLATR © DL AR
FHL 10 uL 53R EA HPLC #EFTE R T Fl AR b 2 I R (y
ST RS A R (x ) AT TRRIE RG> MRS B AR ey = ax
+b EAFHBAGE R -

5. AERAEIR A 51 22 R AR S AR (1000 pg/mL)E & - DA EEMRE
Ak & A w5 B ESS00 ~ 250 ~ 100 ~ 40 ~ 20 pg/mL AYFEHE AR © DA
EIERAEL 10 uL o3 HEA HPLC 1T E &7 » FI I 2 R
TR (y Bl RS i Z R (x ) AT TERME IR - WORIS R ERZ TR
=y =ax + b BUAHBIGE R -

() MHEEHER
D& RER » Rk ~ KEER - KEHEREZHRIRES R 40
ng/mL 7 SHHEHTIAR SOR RGBSR RS S 8t RIS RS R » Rk
REFE ~ R BER s R P BRI ETE SRR - SRR -

(V) EE MR E MR

1. BRI - BE T EREH R - RS b B R R A T3
S I RERa AR > BENE - DIEERER - Kl » KEER K
P = R B S B (%) Rfath - KRB -

2. REME © E— A EREH R RS e SR T AR A K=
FRatiBR > STAAE O~ 2~ 4~ 8~ 16 ~ 24 /NIFHEREMIIE > DU & K5
2~ RElg ~ KEER - Kl s 28 B I s R fa i - oK
MBS -

(TL) {HHIRRIR B AR e
L. {EHIERPR (limit of detection, LOD) * iR ELRIREE Z AR a2/ A B
B o WLGERSRAENEL = 3:1 e 2RSS - (R Ry (ISR IR (G EHE -



2.

()&
1.

i

N v AW N

7 E%iR(limit of quantitation, LOQ) R LRI Z AR St iR A B i
B o LGERIRMEREE B = 10:1 B 2R » {E RyE B RAGETHE -

e R
HEHE &K= RSB AEEMR S (7 B0 4RI 0.075

g SR 1 mL HYE & KR RIER(500 pg/mL) - MFE g i8R 2
FESREME

. HIEAIR SR & BV RE MR S (7 B0 2EMfEIES4) 0.075 g -

SrAIIIA 1T mL B RS REAR(2700 pg/mL) - A5 AR a7 R A 574
TEMIE -

- HIEAR =R S B REEMIR S (0 B 2RS4 0.075

g TATIIA 1 mL By R ZIER(300 pg/mL) » Mg hRahi 2R B 7
EBRAERE

HEXK =B & BH A=K S (7 - B 2RI 0.075
g JTAIIA 1 mL By RSl (680 pg/mL) » S Fahpat 2R B 7
EBRAERE

- NIEATR = R B S BAYRSEEMI R S (7 EirdErigas«y

0.075 g » J3AINIA 1 mL YRS 2 FHBER(750 pg/mL) » A%
BIREE T EREAE -

HPLC 344

JE@frE : Agilent ZORBAX EP-C18 Column (250 x 4.6 mm, 5 um)
T A © UV 254 nm

i © 1.0 mL/min

EORE =i

JEAE 10l

(EZ LIS

¢ [ (min) " B (%) 0.1%H % (v/v, %)

0 75 25

30 75 25

(+=) 2EENER=EGENE

0 10 L B R 880 i fm a A R A U7 A R R > 25 10

nL 74 3 $1E A HPLC » FT{e- VA i AR fRAT &% 1 A(GT Rk dns &
REE ~ KElg ~ K2~ Kl AEZARYE 88 -



(+=) K&Efihz UPLC @M
1. JE#& : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm,
1.7 pm)
fe AR+ UV 254 nm
iz 0 0.4 mL/min
ERORE $ 25°C
EAE - 1ul
BENH
¢ f#](min) (%) 0.1% % (v/v, %)
0 75 25
10 75 25

LA W
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[~ REMAEAE AR Z HPLC ErE
A IRFTE] 14.9 7 S R B FR B AR R (B =)

mAL
] RNER
]'l]—_
/
50
au-f
au—f
20
1G—: |
] | |
] u | L
N —r—— - e
N e ™
B =~ KRE R AR HPLC [EiT[E
AV RE I 18.8 43S B S~ P K I AR A8 S R7 I (8 DY)
mAL .
; r K=l
au-: /
25-5
2::-:
15.]
1u-: |
|
| |
0] __le—r—_ N —— ._,'I - —
T T T T T
g 5 10 15 20 2 min

&V~ R EEEAE AR 2 HPLC e



AT BHIRFT] 27.3 5 B i BRI P K o 2 R A R i (f 1)

P E i

& 7~ Ko HEEAE A0 2 HPLC g &l

(=) hEKEMNZ HPLC J&fT

A R 6.5

NN

)%l%(T))% 119> R&EE7
TIRERR) fy 6.11 0 FERINT(D) Ry 1.10 - KX H B

8.7~149 - 18.8 812734

or - Vapill MVNC U ARE

K& ~ Rl PiR s 2 R (B S) Bk
HARTHER(R) Ry 4.07 > FERET(D A 118 > REEMRITHEER(R) Ry 4.20 > L

FERT(T)Fy 0.95 - HFELRSTEATEZRA -

THER(R) By 4.20 - FERNT(D) A 0.90 > Kefy
THER(R) R 11.0 0 £

Fo— ~ BB S EERBE RN T
EERER | KEk | KERX | KED | KEZHH
Ty 4.07 4.20 4.20 6.11 11.0
FERRT 1.18 1.19 0.90 1.10 0.95




mAU
120 4 |I

T
il
s

100 |
. |

80
] |

o | EEAEZ
| o N
404 | | ‘
] ‘l'll rl | | jﬁ%% | £y
J 0 1] vl N il
| ' A /
& 7S ~ T EKEMh HPLC J&iT]E
(=) mAERERG ARG

DAFARS Fois b » 8 S R Z PR EL(D)2E 300 W » #5242 40 kHz)HF »
RHEMBEEMBEERNEE - KEl - KEE - KPR FEtHY
RN » B S NI B2 AR D)

B 8% HCl INZEGEDR /K % - LT Z B2 - FegeffEE
FIBEEREE - KEl - KEE - KPR R FEH R e ER

R BN Ol Z B R ERREUABI(ER =) -
F o~ ANEZERUT AR
TEEAE R7 I TITR {2 HY
ik |BEERER | KElk | KeEE | KER | KEZFE
NNELEDR 462.9 1267.7 | 461.6 | 941.7 208.1
HERREZ| 5874 14159 | 540.8 | 1113.3 240.4 \
F =~ NEZERUSEIELER
TEEAE oR7 I TR e fEZEEY
B |EEREE | KER | KEE | KED | KEZFE
=T 269.2 3229 | 171.0 | 319.7 64.9
ZW B 466.9 546.0 | 411.7 | 8223 203.7 \
Z Tt 426.5 833.1 | 3509 | 665.1 157.3




(M) FeEREHRBEHS
SERBUREERL 2 KEAR LEHRE

EEANEE - Kk

NP

M BILR 2 22 FH I 25 B 5 e (GEHER B KT 98%)(FR ) -
F0U ~ K fe dn R B S
TEEAE SOR7 I TR
HEZNRE | EEREE | KERk | KR | KER | KREZFE
BI1R 520.1 1401.7 | 542.8 | 1099.5 256.5
W/ 32.1 116.9 30.2 57.6 24.1
E3IR 10.7 41.4 11.0 21.1 N.D.

#

\
/

(7)) FERRMEHRER - K&l - KER - KEMEAER TR R
S [FIRIE IR & R 2R OB 25 B SR T e Y S FE(EL () TS 2 Y e
B y = 22.4114x + 1.2733 » R?=1.0000 » BERERELE 4.0-80
ng/mL A RAFHIERMERR (R (B ) -

i

2000 Ef 3%
y=224114x+1.2733 .- o
o 1500 R*=1.0000 .7
£ T L
I e
w1000 e
= e
500 ."..-o-
o L
0 20 40 60 80 100
JE & (ug/mL)



A FIR B (OB H AT I BT S E (B (y) FTS EIRTAR B 47 5
2= y=15.0904x — 3.0561 » R2=1.0000 » EE7RHERELE 10-100 pg/mL A
RAFHIERIERR F (8O -

1600 s F R o
1400 y=15.0904x - 3.0561 .7 '
1200 R?=1.0000 .7
1000, T
o e
800
w0 e 9
+ 600 e
400 .........
L
200 o
0
0 20 40 60 80 100 120

JE B (ug/mL)
[/~ R K = ik 2 e AR

A FRBER OB B TR I RRAY R E(E () Fris EIRVER B 4R 5
2= y = 48.5946x — 3.3020 » R2=1.0000 » EE7RIERELE 4.0-100 pg/mL &
RAFHIERIER R (ETL) -

6000 LE 2
5000 y =48.5946x - 3.3020 .®
R2=1.0000 .

@400
® 300 [ T
W e
o L
" 2000 e

1000 e

R
0 @
0 20 40 60 80 100 120

JE B (ug/mL)

[~ BEAEAL RS R 2t R AR IE



A FIR B (025 B AT I AR AT R E(E () Fr S ZIRV AR B 4R 5
2t y=11.3873x — 6.1820 » R*=0.9999 » BETEEAE 8.0-200 pg/mL A
RAFHIERIERR (B ) -

2500 < E
K]
y=11.3873x - 6.1820

2000 ; .

=0.9999
Cw00 e
HES K

1000 | e
.o

500 L

e
0 @
0 50 100 150 200 250

JE B (ug/mL)
[~ AR = T 2 i AR

EAFIR R PR () E % B @ik s S E ) TS e E
4875 By y = 1.5365x +3.1426 » R?=0.9999 » HERIEELE 20-500 pg/mL A
EAF AR IERA (1) -

900
800
700
600

R R

y = 1.5365x + 3.1426
R*>=0.9999

#= 500

=

r& 400
300
200
100

0 100 200 300 400 500 600
JE & (ug/mL)

[ ~ PR AR S R i A E AR



R~ EERER - KA - KR - KEEAERETHZ mER)7E

R #efE (ng/mL) SRR TR R?

EERNEE 4.0-80 y=22.4114x + 1.2733 1.0000
RNelk 10-100 y = 15.0904x — 3.0561 1.0000
ReER& 4.0-100 y = 48.5946x — 3.3020 1.0000
RE 8.0-200 y=11.3873x — 6.1820 0.9999

Ko 2% F it 20-500 y=1.5365x + 3.1426 0.9999

(73) HEE R
HERGEIREUR > M HPLC EE MRV EE RIF > mE&ER=R K
Elk - RKER ~ KRB R R PR S S35 R 0.16%
0.12% ~ 0.79% ~ 0.18%¥% 0.15% ° ¥ JFE L4 AHIEZ KA -

() =R
BEEREUr - M HPLC EERAFVERIE R - EEREE - K=
B ~ KRR~ KB AR R PR E R SRR 5 R 3.95%
3.49% ~ 4.43% ~ 2.50%E 1.10% - ¥I{E LM TESERAN - B AEZ - K
w=lE - NER - REMEREZRHAE 24 /NFATRE - TRETE AR
YRR 2.30% ~ 1.57% ~ 2.23% ~ 1.64%E 2.18% » S(Lz25 N » ZEFTATE
dtpE A AE 24 /NRFRISERR > AR Z S -

(V) {HHIRRIR B AR e
e RS R MR R 2.0 pg/mL (&) - EEMER R 4.0 pg/mL ([
=) o KRB AR Ry 4.0 pg/mL (& +0Y) - EE MR 8.0 ng/mL (& -+
11) © KeEZEMHR R 0.4 pg/mL ([&]+7X) » EEMHR R 1.0 pg/mL (&
) o KReal (ERSRIR & 2.0 pg/mL ([&]+/\) > &R R 4.0 pg/mL (&
) » Ko Z B MR 7 8.0 pg/mL (& —+) » & EMFR S 20 ng/mL (fE

e
i =) [

mAL
e e | EEAkEE
Ea@ EN | EEN= HAR
2
‘

S
.

&+ EEAERZEABRE B EEAERZEERREN
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R~ SRR

BEERNER N1 REZE
T HITE B . R.S.D. R.S.D. JBE | R.S.D.
’ e e =
(%) (%) (%)
FEHE (n=5) | 40 ug/mL | 0.16 |40pg/mL | 0.12 | 40 pg/mL | 0.79
o A [ \‘7?\‘—&‘ A 1 \‘W\“Q‘ A \‘W\“Q‘
FEH (n=5) L AaTab AN 3.05 Ly ASTeb AN 3.49 Ly ASTeN AN 443
(No.4) (No.4) (No.4)
o A 1 \‘7?\‘—&‘ A 1 \‘W:—‘Q‘ A \‘W:—‘Q‘
bt (neg) | TREAL | | BRARERT) o BRAERT g
(No.4) (No.4) (No.4)
ECHIFRE (n=1)| 2.0 ug/mL - 4.0 pg/mL 0.4 pg/mL
EEBHE (=1)| 4.0 pg/mL - 8.0 pg/mL 1.0 pg/mL
R R 2 H i
WP P , R.S.D. , R.S.D
kR kR
(%) (%)
AR (n=5) 40 pg/mL 0.18 40 pg/mL 0.15
EHEM (n=5) B 2R (No.4) 2.50 Ko AR (No.4) 1.10
R (0=6) | feaAK(No.4) 1.64 A (No.4) 2.18
#pHE*L (n=1) 2.0 ug/mL - 8.0 ug/mL
TE %' (n=1) 4.0 ug/mL - 20 pg/mL

(L) AR
i N R HIRIIECR By 107.4% - MBI (R Z R 2.16% -

+

TN BEARKEZRNEBER
g, EEMTEE(R) | BARE | AR | WRE | BEeR | SFHEEIER R.S.D.
(No. 4) (mg) (mg) (mg) (%) (%) (%)
1 0.0759 0.53 0.5 1.05 | 1033
2 0.0785 0.55 0.5 1.09 | 108.7
3 0.0768 0.54 0.5 1.08 | 1084 | 10735 | 2.16
4 0.0786 0.55 0.5 1.10 | 109.0
5 0.0752 0.53 0.5 1.07 | 1074




KRBT R INEICRE By 108.6% » AHEHIAE(R 22 1.61% -

\

T REBAMEYER

pon, EEMTEE(R) | BARE | AR | WRE | BEeR | SFHEEIEER R.S.D.
(No.4) (mg) (mg) (mg) (%) (%) (%)
1 0.0780 2.17 2.70 502 | 105.6
2 0.0764 2.12 2.70 505 | 108.5
3 0.0770 2.14 2.70 509 | 1094 | 108.56 | 1.61
4 0.0775 2.15 2.70 511 | 109.6
5 0.0782 2.17 2.70 514 | 109.8
REZHRIIEER R 101.8% » AHBEEAE(RZ & 4.09% -
R\ RERNNEEE
g, BEMIEE(R) | BARE | AR | WRE | BEeR | SFHEEIER R.S.D.
(No.4) (mg) (mg) (mg) (%) (%) (%)
1 0.0770 0.09 0.30 0.37 | 105.6
2 0.0748 0.08 0.30 0.39 | 108.5
3 0.0776 0.09 0.30 040 | 1094 | 101.78 | 4.09
4 0.0747 0.08 0.30 0.38 | 109.6
5 0.0768 0.09 0.30 0.40 | 109.8
R BB R INEICRE By 98.5% » FHEHTER 22 5% 3.73%
T~ R=EBanEes
pon BEMIEE(R) | BARE | AR | WERE | BEeR | SFEEIER R.S.D.
(No.4) (mg) (mg) (mg) (%) (%) (%)
1 0.0752 2.07 0.68 275 | 101.0
2 0.0769 2.11 0.68 2.80 | 101.3
3 0.0751 2.06 0.68 271 95.3 98.48 | 3.73
4 0.0750 2.06 0.68 2.70 93.7
5 0.0776 2.13 0.68 2.82 | 1010




Ko 22 BRI By 101.0% - MBI (R 22 R 3.78% -

Tt REZEHBAIIECE

pen EEMTEE(R) | BARE | AR | WRE | BEeR | SFHEEIEER R.S.D.
(No-4) (mg) (mg) (mg) (%) (%) (%)
1 0.0767 2.63 0.75 3.35 96.3
2 0.0778 2.67 0.75 345 | 1047
3 0.0752 2.58 0.75 333 | 100.1 | 10095 | 3.78
4 0.0765 2.62 0.75 3.41 105.0
5 0.0757 2.59 0.75 3.33 98.7

(+) Z2ETEAESENE

10 it RS 2 S B RE S R ERM IR TR - EEREERER
0.06%—0.99% > K &ls @ 5y 0.14%-3.42% » KiEZE &8k 0.05%
0.32% » K& 1.53%-3.99% » K ZHE SR 1.13%-7.47% » 44
SRR 521%-1527% - EHENEEMEEN T EERNER - KEl - KE
# - REMEAEZR RS BRGSO 1.5% « EffmiiiideE S R
= KER - KER - KEBBIRE R H RS ST EEA KR 5000 (F
B{E By 10826 ~ 10473 ~ 8841 ~ 14924 J% 15340) -

Ht— BB ARG LA R
—

BER SR AR B (%)

(No) |E&EFAHER | KEME | KRR | A5l | AEZTEH HE0%)

1 (SA) 0.06 0.14 0.05 | 295 4.65 7.85
2 (NC) 0.50 1.73 0.32 1.53 1.13 5.21
3 (SA-3) 0.55 2.81 0.14 | 2.17 3.87 9.54
4 (SA-4) 0.77 3.05 012 | 3.02 3.76 10.72
5 (ND) 0.86 1.42 026 | 391 7.47 13.92
6 (NC-2) 0.62 2.13 015 | 2.28 2.41 7.59
7 (NR-1) 0.78 3.32 0.12 1.93 3.71 9.86
8 (CA-3-1) 0.99 3.42 024 | 3.99 6.63 15.27
9 (SU-2-1) 0.65 1.44 0.17 | 2.96 4.53 9.75
10 (CA-1-1) 0.89 3.28 0.21 3.92 4.70 13.00
T 0.734 2274 | 0.178 | 2.866 4.286 10.271
S.D. 0.165 1.085 | 0.080 | 0.881 1.834 3.084




sk © BE REREEMERIE 1 B Q EARTEAE O5%EHER] - AVIAGHH -
(+—) K&8EH 2 HPLC f54E LT
HU 10 #iE & AR s oA iR 10 pL 6L - 4T HPLC f58UEREAIH]

5 o
1. EHrE * Agilent ZORBAX EP-C18 Column (250 x 4.6 mm, 5 um)
2. fgfllz £ + UV 254 nm 4. EFOR
g =00
3. J%i#E © 1.0 mL/min 5. 0FA
210
6. FZENH -
A5 (min) " % (%) 0.1% Wkl (v/v, %)

0 75 25

30 75 25
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(+7) EEEQEEARE « KM - K#E - KHHIAHZRR UPLC
B

AU

AU

AU

TRV EAIRF ] 1.3 SRR o A R S e (] — =) -

04407
o] M AEE
0420{ /
0.10{
0.00;““‘ — T e e -
0.00 1 .‘OO 2.‘00 3.60 4.60 5.60 6.(‘30 7.60 8.60 9.60 10.00
Minutes
& = EEgRERERLLSRZ UPLC [EiflE
AT R ] 1.7 SR R SR AR Sn R I ([ — 1Y) -
0.30
0.20- K=
0.10;

0.00; : : : ‘ : : : : : : : : : : : : :
0.00 1.60 2.60 3.60 4.60 5.60 6.60 7.60 8.60 9.60 10.00
Minutes

& U~ K= SR 2 UPLC JEifT[E
PRV RG] 2.8 7 BERUR K B R AR R (8 — 1 71) -
0.60
0.50;
0.40- KEEE
0.30; /
0.20;
0.10;
O'OG:‘ T DN N T T DN 1 By I ‘
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Minutes

&A1 - KRR AR Z UPLC JEfTiE



VBRI RS 3.5 43 $H BT A S S I (B — ) -
0.10 T
e

0.06 /

ES
0.04i
0.02{
0'007\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\
0.00 1.60 2.60 3.60 4.60 5.60 6.60 7.60 8.60 9.60 10.00
Minutes
[ 7N~ R ia R 2 UPLC JEffiE
A ERIERS 5.2 )BT oA S B S (B — ) -
0.030
0.020;

2 N 2 H i
0.010; /
0.000 | d N/\
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0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

[t~ RE R RZ UPLC JEffTiE

(+=) miEA&EwimnZ UPLC it
AVESEISIE 1.3 ~ 1.7~ 2.8 ~ 3.5 81 5.2 5345y BB R A S i i
FREE ~ KElg ~ K&~ REBpER s RZ PR A iEE — 1)) -

T T TR L R s [
5.00 6.00 7.00 8.00 9.00 10.00
Minutes

&/~ iR sERinZ UPLC [EffiE



(+M) EEFREZN T3 - T EHEES
T 1 CisHi0O0s 5 Mol. Wt. © 270.24 ; mp : 223 °C ; (o [H % o
(7)) EEREZENIEEE

OH O OH

(+7%) E&KEZEN 'HNMR [E:E

Aloe-emodin_OMSO_500 2019,10/02

28 553 ze 223
25 PP <9 el
| |
Hf \lJ LIJ WJ

T T T T T T — - T T
12 11 10 9 8 7 6 S 4 3 2 1
ot i L.~ -
1.93 1.81 1.00
1,05 1.88 2.04

B 1L~ EEAEZEN 'HNMR [EEHDMSO-ds)




(+t) E&EREZEN PC NMR &z

Aloe-emodin_DMSO_600 2019/10/02

& 2 wm 2 Rad BReSHE5T z
- - o o ~ o Som T o
E S R 88 38354z &
] Vol 1 T
|
1 | ‘
’ ! . ‘ l ,|'
180 160 140 120 100 80 (1] 4n 20 ppm

=1~ EEKEER °C NMR [E:H(DMSO-de)

(+/0) E&EAEZED ESI-MS [E:E

Thermo QExactive Focus 10/30/19 11:28:11 Aloe-emodin D:\Xcalibur\...\2019\Alog-emodin
HESI-MS

Aloe-emodin #120 RT: 1.16 AV: 1 NL: 7.75E7
T: FTMS - p ESI Full ms [50.0000-750.0000]

1004 269.0443 [M_H]—
8
c
o
o
c
3
2
2 453
CANE
[
CINE
353
303
253
20
154 270.0469
104 268.0367
5 267.0287 ‘ 271.0599
O LOAASLARAR] UAAMAREAN LAAn) REAE) LAARE KA RLAL LALL) LALAS M) LAkl LM LAAR) SR AR R L | N [ AL AR LA RAAM] LA LA |'I""'I”’|'”I"'Il“‘l“"|" LAl M |
258 260 262 264 266 268 270 272 274 276 278 280
m/z

B =~ e AEZRAY ESI-MS [EE



(+JL

) EEREAN FTIR [E3

1005 e A o v ’u.‘
955 N o e
90 ‘ -
3 \ P
85 \ o
.
75 e
705
85
80
55.'
g L
£ 45
* 8
404 §
33
30
k 8
25 ]
3 g
203 -
15
]
107
5-
0 - - .
4000 3500 3000 2500 2000 1500 1000 500
- Wavenumbers (cm-1)
B =1~ & REZRA FTIR [EE
(=) EEREZEN UV EGE
o] 225 nm
17.5 ;
15—+
125 254 nm
10+
7.5
o]
25 7-
o]
260 2'25 2'50 2?"5 SCI)CI 32'5 ?-EICI 3}5 nm

B == EEAERA UV ERE



(Z+—) BEERERE - RICEIS

B BEAEEOE  BULES(DMSO-ds)

position ou (600 MHz) dc (150 MHz)

1 - 161.6

2 7.29 (d, 1.2) 120.7

3 - 153.7

4 7.69 (d, 1.2) 117.1

4a - 133.1

5 7.72 (dd, 7.8, 1.2) 119.3

6 7.80 (t, 7.8) 137.3

7.38(d, 7.8, 1.2) 124.4

8 - 161.3

8a - 115.9

9 - 191.6

9a - 114.5

10 - 181.5

10a - 133.3

11 4.62 (d, 6.0) 62.0
1-OH 11.9 (s) -
8-OH 12.0 (s) -
11-OH 5.58 (d, 6.0) -

4(Multiplicity, J in Hz) in ppm.



(Z42) KERRI T3~ o T EUER
T3 1 CisHsOs 3 Mol. Wt. 1 284.22 5 mp : 351 °C 5 E5(f1[#]#E
(ZF=) KRRV

OH O OH

I,
O

(=) KB 'H NMR &z

Rhein_DHSO_600 2013/10/03

mmmmm
mmmmm
eeeee

oy
p |
; e [
S J ]
_— _4LJLJl‘—Mﬁ_M—/ \‘JL ——
[ T T T T T L B R T T T
13 12 11 10 9 8 7 1] 5 L 3 2 1 [l
1.75 - 1\.-'7_: l:ﬂ

1.90 2.35

[ =-1P0 ~ KeEfERY "H NMR [E(DMSO-ds)



(=T KEMERY °C NMR [E:

Rhein_DNSD_G00 2018,/10/03

PR - s seon
R g2 g 333
3 H Fa- g sgg
i gz g 588
i
|| Y
,
| | / .
Lo L4 w
T : e . e e - e —
180 160 140 120 100 80 51 41 20 ppm

=17« K&fERY °C NMR E(DMSO-ds)

(=78) K&l ESI-MS [&E3E

Thermo QExactive Focus 10/30/19 11:35:38 Rhein D:\Xcaliburt.. \Don, Ming-Jaw\2019\Rhein
HESI-MS

Rhein #78 RT: 0.75 AV: 1 NL: 2.71E8
T: FTMS - p ES! Full ms [50.0000-750.0000]

;3023 [M-HJ

/

-
® N N o ow O
o g O O

ﬁ’ll]lillﬂ?ﬂnlulllull ml\\r\ﬁ‘lnﬁ’

fe2]

Relative Abundance
[3.]
[=]

284.0268

|

L

1 |

I
LRAARIALAA) LEARY LR L] LA LAY AR L] Laan Lk R taat LA WAL S L R L LA R LA R LAt MR A AR SRR

miz

& =75 ~ REFEHY ESI-MS [El5E

T T Al LA tr QAL LR LA L
260 265 270 275 280 285 290 295



(=) REalzhy FTIR (@5

1057

954
904
85
80
TS?
70

651

% Transmittance

604

55

50+

45

40

35

30

100] M‘w"‘u‘#‘!\w}{‘w@h

i e

N, ~ Il !
|

i \mT-’ i

3067.48

3539.88

e

1076.31

1009.69
701.31

1562.15

1187.80

20047

838.51

748.89

1688.05

1631.94

675.65

599.41

4000

3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)

500

[ =1~ REEEHY FTIR (B3

(=40 Kealery UV [ERE

mAau

80—

60—

40—

20+

225 nm

254 nm

T T T T T T T
225 250 275 =00 325 350 ars nm

[ =1/~ REEEHY UV B3




(=) KRERENE -~ RB2AE

OH O OH

Tt~ RERHE ~ BRIEEIF(DMSO-ds)

position ou (600 MHz) dc (150 MHz)

1 - 165.8

2 8.14 (s) 119.3

3 - 142.4

4 7.72-7.73 (m) 124.1

4a - 133.4

5 7.72-7.73 (m) 119.3

7.81(t, 7.8) 137.4

7.39 (d, 7.8) 124.5

8 - 161.6

8a - 116.2

9 - 191.4

9a - 117.6

10 - 181.3

10a - 133.4

11 - 181.3
1-OH - -
8-OH - -

4(Multiplicity, J in Hz) in ppm.



(=1) REZENT T - T EBUAER
F3 1 CisHigOs 5 Mol. Wt. © 270.24 5 mp : 257 °C ; &5 {fu[Ef -

(=+—) R=EREIEHE

OH O OH
Besol
O

(=+=) K&EZAY 'HNMR [EzE

Emadin

nnnnnnnnnnn
qqqqqqqqq
eeeeeeeeeee

~~~~~~~~~~~

eeeeeee

_—12.068

= 12.008

3.1
3

12 11 10 9 8

& =11 - K& 2 'H NMR [EzH(CDCL)



(=+=) KREZM PCNMR [E:¥

Emodin

o~ o Tuw - s ~ e 2

H ES B a == B b

= = we o = "o T = 3
R L B 8o

= = aEa b a3 B ‘

RVUPURI SRR YPRRUPONY | Y BUROPPE UOPIA 1 SRR O VORI (SPMPOOPUPWPRPRR aomminpor! s~

[&rU+- - KEZEHY PC NMR [EFH(CDCls)

(=-+P1) KeEZH ESI-MS [EEE

Thermo QExactive Focus 10/30/19 11:43:05 Emcdin D:\Xealibur\.. \2019\Emodin
HESI-MS

Emodin #110 RT: 1.06 AV: 1 NL: 8.91E8
T: FTMS - p ESI Fult ms [50.0000-750.0000]

100

95 [M-HJ

85 /
80

269.0443

Relative Abundance
[+

270.0476

o | BSRALARARLARARE RASE) LARAE ARAAE RLAAL ) AR LAARS LAbb) REAAS RARE RAARELAEE) EARL] b AR LA LAY LA \i LA R RARA RARAL REAAI KRR T T 1
260 262 264 266 288 270 272 274 276 278 280
miz

[&VO-t— ~ R ZRHY ESI-MS [EfzE



(=+1) KeZHY FTIR [EFE

100

95

goém"'J‘ﬂ‘lv“J‘M!uNJ
JN

75

% Transmittance

e ——

147948

1627.56

1213.39
1163.01

1333.05
1295.73

1266.78

1034.87

87142

1103.18

759.59

725.67

613.22

2500

2000
Wavenumbers (cm-1)

1500
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&1 —

(=F7%) K&EZEH UV [EEE
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254 nm

40—

20+

~

REZHAY FTIR [

T T
=00 325

C REZRAY UV [EEE

T
350

nm




(=+t) REENE - REEB

Tt — KRR - R(EE1F5(DMSO-ds)

position ou (600 MHz) dc (150 MHz)

1 - 164.4

2 6.57 (d, 2.4) 107.9

3 - 165.7

4 7.09 (d, 2.4) 108.9

4a - 135.1

5 7.41-7.47 (m) 120.4

6 - 148.2

7.14-7.15 (m) 124.1

8 - 161.4

8a - 113.4

9 - 189.6

9a - 108.8

10 - 181.4

10a - 132.8

11 2.40 (s) 21.5
1-OH 12.1 (s) -
8-OH 12.0 (s) -

4(Multiplicity, J in Hz) in ppm.



(Z+2) ReEBymr+=X T2 BaE
3 1 CisHi00s 5 Mol. Wt. @ 254.24 ; mp : 196 °C ; (o &4 o
(=+=) REBHIEEHS

OH O OH

SO0,
o

(Z+V4) K& 'HNMR [E 5
Chrysophanol_CDC13_600 2018/11/14

mmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmm
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o

——17.103
——11.4985
2.448
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ey ] C
1.00 1.04 1.08 3.52
1.01 2.12 1.0z

[EPY+PY ~ KEfAY 'H NMR [E(CDCls)



(=T K& °C NMR &

Chrysophanol_6DC13_600 2018/11/14

I s Y V!
|
‘
e i
1380 160 140 120 100 &80 60 40 20 ppm

[EPU-7 - KEEEHY °C NMR [EHH(CDCL)

(Z75) Ky ESI-MS [&E3E

Thermo QExactive Focus 11/22/18 12:36:38 Chrsophanol D:\Xcalibur\.. \Chrsophanol_181122123420
HESI-MS

Chrsophanol_181122123420 #190 RT: 1.87 AV: 1 NL: 2.26E7
T: FTMS - p ESI Full ms [50.0000-750.0000]

Relative Abundance

100— 253.0510 [M_H]

957
803

E 255.2333

227.2016

e ‘ Ll b [ I

53 207.1387
[}

A brtrre)

LA R L M LA R b R At RN LA A MG RASS LA Lk Ay Mt AARRAA AR LA AR A
200 210 220 230 240 250
miz

VU7 ~ REEHY ESI-MS [El5E

LAk AR AR LA Tt T
260 270 280 290 3

00



(=) KReafpay FTIR (@5

100

90

% Transmittance

95

‘%ﬁw i\Jf~ ﬁ

gl E. B 8.5 8. 8 8. .88 3.3 .8 8

'I" | g s
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- J,MWu i P e | ” w | /! flif}”'ﬂ e, \
) iJ. | |
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4 " t” d ﬂlhf
I
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g gq B
;'eg g5 g g

Wavenumbers (cm-1)

VU1~ RsEpHy FTIR (B3

(=40 Kealpey UV [ERE

mAau

100

225 nm

254 nm

T T T
=00 325 ==l

[V~ KRBT UV B



(=) KREBE - RB2AE

T+ ReEMHIE, ~ Bik{EE21f%(CDCls)?

position ou (600 MHz) dc (150 MHz)

1 - 162.7

2 7.08-7.09 (m) 124.4

3 - 149.3

4 7.63-7.64 (m) 121.4

4a - 133.7

5 7.80 (dd, 7.8, 1.2) 119.9

6 7.63—7.66 (m) 137.0

7.27 (d, 8.4, 1.2) 124.6

8 - 162.4

8a - 115.9

9 - 192.6

9a - 113.7

10 - 182.0

10a - 133.7

11 245 (s) 223
1-OH 12.0 (s) -
8-OH 12.1 (s) -

4(Multiplicity, J in Hz) in ppm.



(=) REZHEHITT30 - o E0EE
3 1 CigHi20s5 5 Mol. Wt. © 284.26 5 mp : 207 °C ; &5 {1 [Ef -

(=+—) R ZRFEAESHE

OH O OH
PesoW
(@]

(=47 REHFHAT 'HNMR B

Physcion
Ko o donpommowmeo © = =
8 . S8YfGnmbwuLco = & a
~ e wenaaaRsRee - ] "
o mANRNRRARnGaS o -
| Qg ]
i ~
,_. -
-4 4 .
T T T L S e m P e e e — T —r ——
iz 11 19 9 8 7 6 5 4 3 z 1 ppm
e | [ ——
7.61 7.65  7.84 27.1%
7.64 7.91 7.97

26.42

& U1~ REZH Y 'H NMR [EzH(CDCls



(=+=) KEZHEHY C NMR [E:E

Physcion
| W | o
|
|
|
|
|
{
s W A A o Ao
H 18‘!1‘ - IEEI:; T 1';0 o 12‘!] o iI!ID B‘I'l I EIIJ I 4FII I Z‘l] ppl!'lI
B+~ K ZFEEY C NMR EEE(CDCL)
(=) ReaZHELHY ESI-MS [E:E
Thermo QExactive Focus 10/30/19 14:35:04
HESI-MS
T FTM§191030143242 #104 RT. 1.01 AV: 1 NL 173E8
: - p ESI Fult ms [50.0060-750.0000] -
1004 283.2624 [M'H]
95%
503
853
803
753
0]
653
g 0]
S 4
B 559
3 |
< 503
[ =
2 457
o 3
£ 403
353
303
255
203 2842657
153
103
E 281.2468
53 260.2470
c:l ‘‘‘‘‘‘ n |
T | SSAAEAREAR LAAL LAARE LARS) LERA T AR LR AR LARAS RLRRS AR AALA LLbA) R bLAA) LA AAR) A LA RN R LN R | ]
260 265 270 275 280 285 290 295 300
m/z

[ F -~ REZRHEEHY ESI-MS [ERE



(=+70) Rz FEHY FTIR @5

[

100
95

75

709

% Transmittance

1 b :
QOE,MW‘}UL‘H v&y{!‘]%\\,ﬁwnx ‘.‘\ \_ A

o~ '|_ !

"\..)’\ I4)

f JH X | Iﬂf"\'Mf ‘l}f‘ 'J.I/L |
fl E |

298383
203754
284612

849.07

873.57

1102.45
631.67

103017

979.47
902.30
71517

1227.89-

1163.27

756.62

402.32

3500 3000 - 2500 2000 1500 1000 500
Wavenumbers (cm-1)

[ F =~ RS EEHY FTIR [EEE

(=40 Rz B UV B

mAau

80—

60—

40—

20+
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254 nm

T T T T T T T
225 250 275 =00 325 350 ars nm

= REZEHERY UV ERE



(=173 KRG -~ RIEEAE

P E

TT= - REEFBRIYE - (B2 (CDCl)?

position ou (600 MHz) dc (150 MHz)

1 - 165.2

2 6.66 (d, 2.4) 106.8

3 - 166.5

4 7.34 (d, 2.4) 108.2

4a - 135.2

5 7.60 (d, 1.2) 121.3

- 148.4

7.06 (m) 124.5

8 - 162.5

8a - 113.7

9 - 190.8

9a - 110.2

10 - 182.0

10a - 133.2

11 243 (s) 22.2

12 3.92 (s) 56.1
1-OH 12.3 (s) -
8-OH 12.1 (s) -

4(Multiplicity, J in Hz) in ppm.



AEEH (RHEI RADIX ET RHIZOMA)

- R
FEE N EE S 8 5 s Ek R 22 10 it -

CREZEVER

(—) HPLC &z B thETE:
Agilent 1100 series » 7% Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; Jgf&E+E Agilent ZORBAX EP-C18 Column (250
x 4.6 mm, 5 um) °

() UPLC f&es B thETE
Waters AcQuity Ultra Performance LC - £ Binary Solvent Manager -
Sample Manager ~ PDA Detector ; JEf7 &+ Waters ACQUITY UPLC®
BEH C18 Column (100 x 2.1 mm, 1.7 um) °

=N 32 B8 ES¥ 15

(—) wAA
FEZ(HPLC Grade)fi# 5 /> DUKSAN PURE CHEMICALS - E&R&H# 5 17
Acros » ZJ% ZBEHE H > Duksan > & H 5l H 7Y Nanwa > L H 7°
J.T. Backer -

(=) PEAEf
e T K5 2 (Aloe-emodin) ~ A& iE(Rhein) ~ A& Z(Emodin) ~ K&

B (Chrysophanol) 8K 5 22 FH it (Physcion)f H Y i B VIR A E] > @i
B 98%D I

o~
(—) EEEREHUGASHE
Rk f BT AR R = 4567 -

N‘
N‘

() BeEREHREEHS
RE R B FERERR S F = 4807 -

(=) HIgEELER
HHEHIIEELES KSR - KEK - KEE - KeMEAKEEF
B¢ 1.0 mg > 535000 1 mL AFREEEIEEE 1 mL 2RISR EEREE ~ K
ml - ReEE - ReafiPiReZ it 1000 pg HUREEmEEF AR - AL
FEFiRE R 40 ng/mL MEE KSR - KEfk - KEER - KeEPERAER
PR T B R S O



(MU) feom& R

(£)

AEMERE AL R GEES 20 55EH49)4Y 0.15 g » B S0 mL g LVvEH »
REMENIA R EE 25 mL > JiEaiciz 30 70 » B E HRZEE (T2 300 W - 41
%240 kHz) 30 778 > Ly 15 77$8(49 4000 x g) » B I » B/EE 7 E
EIRAL 1 R GOFEE @ RAARES E 25 mL EET - IIFEZEZ]

[ » %5 F R 8 (Syringe filter, PTFE 0.45 um) » B{G - BUgam A& S mL

JE 50 mL (Bl RAEEHZ 0 JIA 8% HCI 10 mL - Jigi&diiz 30 7 -

IR 1 h o Balig ALl ZFE2E 3 X > X 10 mL » SGHFEHE
HZME ~ AR RMERZ > DIFBRSREERS 2 10 mL E SRR - INFEEEZ]
f& > ¥ 5] & (Syringe filter, PTFE 0.45 um) » F[I{5 o

e L

53 I AERREIR B BRASE AR A0 ~ At 10 ul > £ A HPLC >
E o FEEEMSGET EAR P EEREER - K&l - KR - KEHEA
mRFENEE  BlfE -

(73) feELR

1.

AR B Ko RATLE A A (R AR (1000 pg/mL) & > DU EE AR R
BEGRHERTHIR80 ~ 60 ~ 40 ~ 20 ~ 4.0 pg/mL FIFERERZAR - DL
MREHEL 10 pL 53 5E A HPLC #ETE 850 - Al AR fn Z Rz g T F(y
ST RS i RRE (x ) AT TER MBI - MoK G B R TRy =ax +
b ELFHBERE R -

- HERREIR U s MR e A (5 (R A RI(1000 pg/mL) i & DI EE AR

=257 R 100 ~ 50 ~ 40 ~ 20 ~ 10 pg/mL BUFEAREMAR » DL AR HL
10 pL 73 5lE A HPLC #EfT7E 8534 - I AR fn Z R g Taifs (y il AR
B R (x B AETTER MBI - MRS B R 7y = ax +b BT
BRI R -

- ERER UK s AP AL A (R A TRI(1000 pg/mL) i & DI ESARRE LR K

=271 75100 ~ 50 ~ 20 ~ 10 ~ 4.0 pg/mL BRI © DL AR HL
10 pL 73 5l0E A HPLC #EfT7E 8534 - I AR fn Z R Mg Taifsa (y il AR
B R (x B AETTER BRI - MORGmE R 7y = ax +b BT
BRI R -

- HEREIR AU s I A (A (R A R(1000 pg/mL) i & DI EEARE L pcE K

w3571 75200 ~ 100 ~ 80 ~ 20 ~ 8.0 pg/mL AYFRRESLIAR o DL AR 25 HL
10 pL 73 5lE A HPLC #EfT7E 8534 - I AR fn Z R U Taifs (y il AR
B R (x B AETTER MBI - MORG B R 7y = ax +b BT

BRI R -

- TR A B 28 PR RS A A (A8 (1000 pg/mL)iE & > DAFHES AR Sk



SR B HEEST R £5500 ~ 250 ~ 100 ~ 40 ~ 20 pg/mL AYREAE S © DL A
MREHL 10 pL 53 5E A HPLC #ETE 85 - A FIREAE fn Z Rz g T F(y
ST RS (i 2 RRE (x ) AT TERIE I - MoK G BE R TRy =ax +
b BAHRAAE R -

() e
D& RER » Rk ~ KEER - KEHE R ZHRIRE SR 40
ng/mL 7 SHHEHEAR SR RGBSR S 8t S RIDIEE RS R » Rk
REFE ~ Rl BR s R PR ETE SRR - SRR -

(V) EEMEETRE MR

L BRI BRI EREERI R - KSR b SRR AT
Bl 5 (I REE AR R - BARME » D& REER - K&l - K
2~ REfp B AE R TRA SR ) RIETE > SRS -

2. e - BUE— T EREERMR - RS EA R i & R 7 A
KRRt > s BIE0 ~ 2~ 4~ 8~ 16 ~ 24 /NRFHERNE - DUk &
Re & ~ KEg ~ KER ~ RaEpeiA s R P AR i A iafe > oK
AR -

(L) {HHIRRIR B2 AR e
1. EHIRPR (limit of detection, LOD) * R ELRIRIE Z FRE LA A ETMRTE -
A LARREEAEEREE Ry = 3:1 I Z % (R Ry (IR SR AL ETHE -
2. 7 E5[R(limit of quantitation, LOQ) * ji¥ L ATRE Z AR St/ AN BT b
B MEPGERITRERNEL R = 10:1 Be ZJRIE - {E R E EMREEHE -

() ApnElfeRE e

I MEAESE NERSENREIR R S (7 FrEERIEE 0.075
g s AIIA 1 mL BYE & K ZRIAR(800 ng/mL) » Mg tg i AR B 5
EBRIEAE -

2. IEAKEIE S EBHIREIR IR S (7 > B EEREEL 0.075 g > 77
AIIA 1T mL By AR (1700 pg/mL) » S fZAgan A R B (R T AR E N
o

3. MEFMAKEZRSENIRHEIR MR S (7 > BIrEMERIIEL 0.075 g 77
AIIA 1T mL By R ZER(100 pg/mL) > Mz AR A R B R TR R BN
o

4. NEFK =SB REIR IR S (7 > B EEREEEL 0.075 g > 77
AIIA T mL By A BR300 pg/mL) » Sz A A R B R TR IR BN

=3

E o



5. NEHIREZHBME 2= R 5 (7 B EMEREELY 0.075
g ANIA 1 mL BYRE 2R FHERZAR(1000 pg/mL) - %R o AR 5 75
SEEEHE -
(-+—) HPLC 73#r{&4:
1. JEME  Agilent ZORBAX EP-C18 Column (250 x 4.6 mm, 5 pm)
2. f & 1 UV 254 nm
. i : 1.0 mL/min

. EAE T 10uL

3
4. EHERRE R
5
6

. BEE -
i [ (min) v A% (%) 0.1%H4 % (v/v, %)
0 75 25
30 75 25

(+2) 2EMEREGREENE
HY 10 At B R AR oA R A 7 A R a5 HL 10
nL 74 3 $1E A HPLC » FT{e- V- I AR ARAT 8% 1 A(GTH Rk dnis &
REE ~ RElg ~ K2~ Kl AEZARYE 58 -

(+=) K&z UPLC [ENTE&i:
1. JE@f%&  Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7

pHm)

2. BHEZE - UV 254 nm
3. Ji#k 0.4 mL/min
4. BHORE 25°C
5.  FAE 1l
6. T5ENHE
55 ] (min) FHEE(%) 0.1%5 % (v/v, %)
0 75 25
10 75 25




I %%
(—) BEEREEAES « KHE - KHE - AEMEAHETR HPLC [§
i
BRI 6.5 53 SRR T A A R R LA i (B ) -

3

_ [ 4= N
EI}G—- /

150+

S

B
\E Et

1I}G—_
SG—-
I-
0 e D
0 :Iz T 10 1|5 EIIJ 2|5 min
& — ~ EEAREREEmAR 2 HPLC EffriE
AV R ] 8.7 7 R BT SRR SR AT AR Rz e ([ )
maL -

\Htt
E§=l

R
100—_ /
au—-
su—_

40

20 |

i

B~ KRB R >~ HPLC fEifT[E]



A IRFTE] 14.9 7 SRR B FOR B AR R (B =)

mAL
] ReEHR
]'l]—_
/
50
4::-3
au—f
20
1G—: |
] | |
1 _J\ —
o —
——-— -V
0 £ 10 15 20 P min
B = ~ KRR LAR 2 HPLC JEffT
AV RE I 18.8 B8 i S s P K T AR A8 Y R7 I (8 DY)
mAL i
; r K=l
:]IJ—: /
25—5
2::-:
15-:
1u-: ‘
] H | |I
0 ——JI/*—'—— ~ —_— _,'l e
0 5 10 15 20 o5 min

&V~ RSB EAE AR 2 HPLC i



A7 IR ] 27.3 73 s B K B 25 A B AR e ([ 7))

AN

==

2

[ 1~ REE ER AR an AR 2 HPLC JE il

(=) mER=iAtginZ HPLC JE@fft

PRV R 6.5 ~ 8.7 ~ 14.9 ~ 18.8 B 27.3 Sy 57 HIRUR RSB H
TREERER - KA - KR - KRB R AR EE ) - &

ERERITERR) R 343 FERAT (DR 1.15 > KERITEERR) R

2.96 > FERAT (DR 1.17 » KEZRITHERR) 5 10.03 - FERAT(D A

L o
Al

B

1.09 > K& TEER(R) fy 6.81 > FERIAT(T) 5 1.08 » KEZ B HER
(R)Fs 10.78 » FERINT(T) Ry 1.09 - FFEZ S A TEZ KA -

Fo— L T EERESTRER T
EERER | KEk | KEE | KED | KEZFE
pay =S 3.43 2.96 10.03 6.81 10.78
FERAET 1.15 1.17 1.09 1.08 1.09




mAU ]

] | ke

RS

1 |

; \w \ K

3 AR K

\l | vl /

1 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 5 10 15 20 25 min

&7 ~ e RKEMm 2 HPLC fEiflE

(E) EEREENEER - KElk - KER > REPAEZTETR SR
- WA [ERFE R K= 2R (OB 5 H BT i R B E(y) ATs 2 i =
TR Ry y=22.4114x + 1.2733 > R*=1.0000 > BRI AE 4.0-80
ng/mL A EAFHIERIER (R(E ) -

2000 AR I
y=224114x + 1.2733 °
2=10000 @ .

oo R? = 1.0000 e
w0 “
% 000 | e
w1000 o
=

500 -
o ¥
0 20 40 60 80 100

JE B (ug/mL)

t - EELEE RS R RERE



2. AR ER () B @ik s S E () FTS R a 2407
By =15.0904x —3.0561 » R?=1.0000 » EETEEAE 10-100 pg/mL £ B
IR PERR (R (8 /) -

1600 s F R o
1400 y=15.0904x - 3.0561 .7 '
1200 R?=1.0000 .7
1000, T
o e
800
w0 e 9
+ 600 e
400 .........
L
200 o
0
0 20 40 60 80 100 120

JE B (ug/mL)
[/~ R K = ik 2 e AR

3. AR ZR B B @R IR S EE (Y AT 2 I E 4T
By =48.5946x —3.3020 » R?=1.0000 » HEEEALE 4.0-100 pg/mL A BT
IR PERR (R (B L) -

6000 LE 2
5000 y =48.5946x - 3.3020 .®
R2=1.0000 .

@400
® 300 [ T
W e
o L
" 2000 e

1000 e

R
0 @
0 20 40 60 80 100 120

JE B (ug/mL)

[~ BEAEAL R R 2t R AR IE



4. CARIREm()E S B @ik s S E ) FTS R a 2407
By y=11.3873x — 6.1820 » R?=0.9999 » BETMEAE 8.0-200 pg/mL A B4
R PERR (R (B 1) -

2500 < E
K]
y=11.3873x - 6.1820

2000 ; .

=0.9999
cw00 e
=) KA

000 | e
.8

500 L

e
0 @
0 50 100 150 200 250

JE B (ug/mL)
[~ AR = 2 A = AR

5. AR = 2R HEeOE = B R I BRI RIEE () Fris ZIN i B4 5
By =1.5365% +3.1426 » R*=0.9999 » BETEETE 20-500 pg/mL A B4
HIRIERA (Bl +—)

900
800
700
600

R R

y = 1.5365x + 3.1426
R*>=0.9999

#= 500

=

r& 400
300
200
100

0 100 200 300 400 500 600
JE & (ug/mL)

[ ~ PR AR S R I A E AR



KT EEREE - KERE - KEER - KEPEAEZ T 24571

R #efE (ng/mL) SRR TR R?
EERNEE 4.0-80 y=22.4114x + 1.2733 1.0000
RNelk 10-100 y = 15.0904x — 3.0561 1.0000
ReER& 4.0-100 y = 48.5946x — 3.3020 1.0000
RE 8.0-200 y=11.3873x — 6.1820 0.9999
Ko 2% F it 20-500 y=1.5365x + 3.1426 0.9999

() B

BEEREUr - M HPLC EE RIS EE BIF - BEAEE - K
=~ RER ~ KB KE RN EE 2B E TR R 0.16% »
0.29% ~ 0.79% ~ 0.17%E 0.15% > ¥I{E LS TEER A -

(11) R MR

HERGEREUR - M HPLC EBIRFIVERIERL > EEAHEE - KR
B ~ RER - KB AR R PR E R 2 SRR 5 R 2.35%
3.93% ~ 3.26% ~ 0.51%E 1.02% » ¥I{E AL MATESERAN - B AHEZE - K
=f -~ KEE - REMPLREZFEITE 24 /NENRRE » TRE M 2 ATBEAE
YR 1.71% ~ 4.22% ~ 2.18% ~ 1.27%E 1.54% » $(Lz 5N > ZERTAE
dtpE A AE 24 /NRFRISERR > AR Z S -

(73) (SRR ED E B R

A MR B 2.0 pg/mL (B ) » SRR 4.0 pg/mL (8
+=) o KEBEEHIFRIR B 4.0 png/mL (B+0U) » SRR 5 8.0 pg/mL (&
F) o REZEAGIR B 0.4 pg/mL (BH%) » TR 1.0 pg/mL (B
) « KEHEHIFEIR B 2.0 pg/mL (B+/\) » G SR 4.0 pg/mL (&1
1) » KEZ BRI £ 8.0 pg/mL (B ) » 5 R 20 pg/mL (8
e T

| EHAEE N | EEAEE

\' / ’7 e

\Hitt

H T BEAREZENERE B REARE L RERE




Ul

Bl PY ~ K EBE (IR R f A

75 ~ s (R T
- i
1 \ | '

|"L;f ‘IJ o

3

VAN

N

RElp 2 (AR R *ﬁl

[ A~ KE 2R R AR R e

A

HrlE

7~ Kealk 2 8 AR T e

| REE
v

'
‘ :
\ T
Vol
]
’ \
5 10 min

ELE

C RERZERMIRE

E | - KEW
~
N o

» Kl 2 5 SR A e
| e
“a

——
25 m

K2 o R
f7lEl

[ —



R= - SRR

BEERER N1 REZE
T HITE B . R.S.D. R.S.D. y=icd R.S.D.
’ e e e
(%) (%) (%)
HEHE (n=5)| 40pg/mL | 0.16 | 40 pug/mL| 029 | 40 pg/mL | 0.79
" A [ \‘7?\‘—&‘ A 1 \‘W\“Q‘ A \‘W\“Q‘
EEHE (n=5) L AaTab AN )35 Ly AsTeb AN 3.03 Ly AsTeb AN 396
(No.2) (No.2) (No.2)
g m N7 A T JR378 A T 3378
BBl (n=6) o aTeb A 171 Ly ASTRbE AN 4 429 Ly ASTRbE AN 4 518
(No.2) (No.2) (No.2)
ECHIRE (n=1) 2.0 pg/mL - 4.0 pg/mL 0.4 pg/mL
EBGE (=1) 4.0 pg/mL - 8.0 pg/mL 1.0 pg/mL
R K2 i
e ipIIE P , R.S.D. .
kR kR R.S.D. (%)
(%)
H R (n=5) 40 pg/mL 0.17 40 pg/mL 0.15
HEM (n=5) i (No.2) 0.51 A (No.2) 1.02
R (0=6) | feaAK(No.2) 1.27 A (No.2) 1.54
R (n=1) 2.0 pg/mL - 8.0 pug/mL
TE %' (n=1) 4.0 ug/mL - 20 pg/mL

() AhnEpeRE S
L EE RE R PHERIIECR By 102.6% - MBI (R R 4.84% -

R~ EERERAIIECER

g AETEEE) | aAR | AR | WEE | EeR | FEEIEER R.S.D.
(No. 2) (mg) (mg) (mg) (%) (%) (%)
1 0.0764 0.58 0.80 1.37 98.6
2 0.0768 0.58 0.80 140 | 1017
3 0.0786 0.60 0.80 147 | 109.8 | 10259 | 4.84
4 0.0762 0.58 0.80 1.36 97.7
5 0.0776 0.59 0.80 143 | 105.2




2. R PHRINEER B 102.7% - FHETEE (R Ry 4.88%

R~ RElRNEER
pon, AETEEE) | aAR | AR | WEE | EeR | FHEEIER R.S.D.
(No.2) (mg) (mg) (mg) (%) (%) (%)
1 0.0753 1.85 1.70 3.52 98.4
2 0.0755 1.85 1.70 3.54 99.5
3 0.0776 1.90 1.70 3.76 | 109.1 102.7 | 4.88
4 0.0785 1.92 1.70 375 | 107.1
5 0.0752 1.84 1.70 3.53 99.3
3. R PHEANINECER & 100.3% - AHEHERE (R R 4.89% -
TN~ RERNNEEE
g, AETEEE) | aAR | AR | WEE | EeR | FHEEIEER R.S.D.
(No.2) (mg) (mg) (mg) (%) (%) (%)
1 0.0752 0.16 0.10 0.26 96.1
2 0.0774 0.17 0.10 0.27 | 103.0
3 0.0761 0.16 0.10 0.26 | 100.7 100.3 | 4.89
4 0.0745 0.16 0.10 0.25 95.0
5 0.0779 0.17 0.10 0.27 | 106.9
4. REB-PIRINENER R 105.2% - AHEHERERER 2.78% -
R REBARNEEE
pon AETEEE) | aAR | AR | WEE | EeR | FHEEIER R.S.D.
(No.2) (mg) (mg) (mg) (%) (%) (%)
1 0.0751 2.00 0.30 231 | 105.0
2 0.0752 2.00 0.30 233 | 109.2
3 0.0751 2.00 0.30 231 | 1045 | 10520 | 2.78
4 0.0762 2.03 0.30 2.34 | 1062
5 0.0759 2.02 0.30 232 | 10L1




5. R R P PHERIIEER Ty 101.1% - AR (R R 4.92% -

=/ REZHBRIIECER

pen AETEEE) | aAR | AR | WEE | EeR | FHEEIER R.S.D.
(No.2) (mg) (mg) (mg) (%) (%) (%)
1 0.0775 2.48 1.00 3.55 | 107.0
2 0.0741 2.37 1.00 3.32 95.2
3 0.0782 2.50 1.00 355 | 1054 | 10111 | 4.92
4 0.0752 2.40 1.00 3.40 99.9
5 0.0763 2.44 1.00 3.42 98.0

(V) ZENER=IREENE

10 A =ENR Z & EMEGERERMORT—AUR  BEAERR
0.65%-1.01% » K& 8y 1.50%3.35% » KEE SRR 0.15%
0.35% » K& 8 Ry 1.64%3.88% @ K Z HlitE 8 5 3.00%-6.10% » 44
TR 6.14%-11.24%  ER A=A 1518 F’-‘*jt;a% Rk ~ K&
Z - REBERKEZ TS BEENAGDR 1.5% < ERimiEizEE X
EENRPN-I BN EN U YN E Y %F“WEEBA 5000 (%
P {E By 10609 ~ 10500 ~ 14337 ~ 15155 K7 15284) -

T~ BETEAREIARR RS E

RS E(%)

Gigi(No) |EEAKEZR | KElK | KRR | AFEH | KHEETE #2000
1 (NC-1) 0.95 2.61 0.18 | 3.05 6.10 11.24
2 (NF) 0.82 2.67 023 | 2.89 4.68 9.45
3 (NR) 0.68 2.72 0.15 1.64 3.00 6.14
4 (CA-1) 0.79 3.13 029 | 271 4.70 9.29
5(SU-2) 0.65 1.50 027 | 3.88 4.80 10.26
6 (CA-3) 0.86 3.27 0.35 3.39 5.66 11.13
7 (NJ) 0.86 2.10 024 | 227 4.70 8.93
8 (SU-1) 0.76 2.93 0.16 | 2.30 3.45 7.43
9 (NC) 1.01 2.88 015 | 2.72 5.21 10.09
10 (SA-4-1) 0.80 3.35 0.19 | 331 3.79 8.89

T 0.818 2715 | 0221 | 2818 4.608 4.608
S.D. 0.109 0.561 | 0.068 | 0.644 0.964 0.964




() EBESEEKHEE « KM - K#EE - AHMEAHZRHY UPLC
B
PRI 1.3 5B A A RS (R ) -

0.407
0.30; g%k%%
2 0.20{ /
0.10{
0.00;“““““““““““““““““““‘
0.00 1.60 2.60 3.60 4.60 5.60 6.60 7.60 8.‘00 9.60
Minutes
B+ e REREELSIRZ UPLC JEiTlE
AT 1.7 Jr B oK s B ATEAR DR (e ([ —-P7D)
0.30
020- PN

AN

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
Minutes

&=~ KA Z UPLC JEfTiE

VBRI 2.8 5 T A S R e (B ) -

0.60

0.50

0.40

AU
o
w
T

o
i
7

0.10

0.00+= —

T T T T T
00 5.00 6.00 7.00 8.00 9.00
Minutes

e

=
—
4.

R
/[

[ -0~ R REAELE IR Z UPLC JEifTlE

0.00 1.00



ARSI 3.5 4B T AR A L A e (B — %) -
0.10 T
g

0.06— /

0.04—

AU

0.02—

0.00

T T T L e B S B B B B S T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

& 17~ ReEFiEAE AR 2 UPLC JET[E]

AT B IRF ] 5.2 oy SRR A o 2R P BT AR SR e (8] —+-1) -

0.030

0.020;
] N 2 H i
o.o1o; /

0.000 | d N/\

AU

[ 7S ~ K Z HEMEAE AR 2 UPLC JEiT[E]

(+) mER=iRgmnZ UPLC JE@ft
FRARREIREE 1.3~ 1.7 ~ 2.8 ~ 3.5 81 5.2 5338 o7 BB R B8R iah
TREERER ~ KEME - KSR ~ KRB R PRz i (E 1

Minutes



& — 1t ~ e K= im2 UPLC J@ifrlE



: RHEI RADIX ET RHIZOMA

: Rhubarb

PAEG ; ¥ #* polygonaceae 64+ ¥ ¥ ~ F Rheum palmatum L.(#* ~ % )2
b 2 FEEAIE 4R E o

(-) ¥ &3 [Fp-=21) (2487 2 5 =5 2018)

N

%]

ME

Ve

~ o~ o~

— B AEE*x 1.0g 4 f 10mL £F AFF 30 »
48 > Wi PR ITEHREBR o

[F2222) (B&REY EHEES - )V

— B AEE*R 01 g 4 20ml &£F AEFT 30 ~
v Wi 0 B~ SmL ik kS 1F1_J.-?L » 7 yh 4ok 10 mL 18 2
R B Ao r BAL ImL o AckiE P (60°C) 4 £ 30 4 4E o
HATiE > F LR g 2K KB B0 20mL &G 18
/é; ORI C AEAT B 1 mL 2313 FE R ER
i e

HREES  PLf ERhein)HBIEES > 4" BEAE 1TmL 7 0.1

/

w o0 1‘ i

N

s R omgenaR o TEHBIERSZR -
i % 4  HPTLCsilica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm X 10 cm
BB & [E®BA 1) (£8° FL 5 =K 2018; 247 #4324

R #F L 2015)
— 7 B(30~60°C) 1 ¢ fhe fin c TR (15:5: 1)
[EB#2] (§£° HFHEES - )
—? F e T fig ke (15:5:0.3)
[ER& 3] (BAHE? EBL 52 %2018)V
— ez o e fig ke e (15151 03)
[EBH 4] (344489 FL 5% =25 2018)
T epRe iy TR (15050 1)
B 4 10cmx10cm ~20cm x 10 cm

B OBBRRIFALTHEF IS, PIETER > BFIEHR 8cm -
T8 &AL TA g E 365nm 2 % hEER AT AR o

& oW o



I FREEZERBR

F %P 108/11/04

ip4HiE AR RH) © 58%

B B (RT) : 22°C

[Emal 3] (BA4B7 FL 52K 2018) — & % @ o e fig @ ko i
(15:5:0.3)

HBE LA i
1,253 ~ % #(0.1 mg/mL) 1:255uL
4,556 wsBR S [F53 2 1] 1>2-5uL
7859 a5 [5F522) 1:2-5uL

RREE 2T EZRERRY D EFERE 2o RNERE LS
fe i g B BHEES P > EH [
EREIE A FHREELAR 20 Kk SaR [ 2 2) 200 -



I BARANES
Fs%p ¥ 108/11/04
¥ & (RH) © 58%
i & (RT) : 22 °C
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