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(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & 47 ? 12 Phenomenex Luna 5U
Cig 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 "F? 1+ Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 pm) °

ERHERE PR
(=) A
2 % (99.9%)rp >+ Sigma-Aldrich ; 2 f5(95%)REp *T M3z £7 127 3
" A% (HPLC grade)pp * Merck ; ¢ e e fig Bt p >t Merck ; ﬁf&(35%)ﬂﬁ‘—ﬁ
** Sigma-Aldrich ; #if&(85%)FEp >+ Sigma-Aldrich o
(-) ks
%18 5.+ § A5(Chrysophanol)p p >t 4 fo " 5 S i>§ A2 & 0 %0 & 98%14 o

r ~ Rk
(=) B i3 2345
BPARSd R 20 & pERHEP05g0 § 100mL FlIAHLY > Ergs

> EE SOmL > Av A R RIT ] )P SRR LHEBEE 0 * T iRAT &
FAaEE > 2 No. 1l gl ik kA 1FT_]_ 5z 4v 10% % p& 30mL »
ﬁ%@ﬂﬁﬂ}(ﬁ’ir’lf} ko L APiS s * T ﬁ&a ﬁq,'_gx » B~ T ﬁ&a ﬁq}ﬁ] S S
4=x>&=x30mL> &2 pee gk > %”*?/%iﬁ.l.%’ﬁ“ 1A &
Ke g e e fqRI1)RERRB 2B T b L ERR2B[F
AL 25mL =& ALY o 4 » B ERT %R 0 453 £ 38 (Syringe filter, PTFE
0.22 pm) > i o & & 10 pL 72 » B »cic e 4p K 4T l”ig(HPLC) » ILETR {1 E
REBEZREE SRR SR G R RGP BRI

=) REERFER
oAt R4l & REEEP05g0 B 100 mL Fl A ’iﬁﬁién

» TR SOmL > A e i AL LB 23 LR 4L
LML o LA L 1 Ne | AR R



5%&?33”5 » 4r 10% B s 30mL > Ao #rie SRk R 1] BE S L 4R 0 e ﬁ“x
fg¥P o e e fink > £EE¥B 4= 5 30mL SEC L ik
HEMEI A AR TR 23 0% 0 €8 1 25mL T EHLY aég)»“ﬁg_l_
%R > #-3 £ ik (Syringe filter, PTFE 0.22 um) » ¥ {# o & 4+ 10puL ;i » 3
Pie AP & 37 R(HPLC) » 12 97| B 5 5L E £ 2 R0 5 5 fode < L% o ff
BB R GREEEE

(2) S E 533 2
EREAFRE S F 0.5 mgo e L mL A7 fRiE 2 R fES S | mL
§ AR 500 pg IR S E R 0 047 B L 40 pgimL S $

’]‘%nv—zgrr%'/ R oo

() ®&3 R

EFEFEP R S & (1 % 20 B4 )9 0.50 g > & 100 mL Fl&#L? -
Brgde » 7 FR 50mL > Av e SR adR 3 PE 0 A ArE 0 RHBER 0 T
fRA R % hE R > 2 No. g ig » Poipitt > k53 40 > 40 10% @
3OmLV%%Qjﬁkﬂld~\’héﬁg’*bﬁﬁbmﬂﬁk Beo e ik o
2 EP 4= R 30mL oo f k0 BARSFELIIC RAT TR
2 pfR o D 25 ML T @e,ﬁa%im& # 3 # 1 p(Syringe
filter, PTFE 0.22 pm) > ¥ {¥ o

() Bz
A u) R Bed PR AR 50A % ~ He &A % 10ul s 2~ HPLC » 3] 2o
AR A W R R LEmeni B

(=) wER
gf&&agmﬂﬁ&%%ﬁﬁ%ﬁﬁmu%ﬂJ’”“ﬁﬁﬁ*ﬁ*
FA 55 250100 ~40 ~ 25~ 10 ~5.0 ~ 1.0 pg/mL e B8 % o 11 b
% % B~ 10 puL A %)ii » HPLC & {7 % ﬁ¢ﬁ<1%ﬂ£w\£@m‘@%)
iR sz RAfh)EFREYF > L RFRERL 22N y=ax+b &
ARBE 4B R? o

(=) # 3R #5%
MAFEER S 40 pgml Z HEEE SRR FEES £ AFE
R G A SR KD PHIEEL .



(~) EAFEa BT
Lo EAF I = 43 B RA o BT RS R WA 2T AR S
A R SRR 0 BRI R A F R B(%) AR RAp R
Z o
2. AR B - B BAP IR A RAP IR SRR EAE S 2 U AP TR
SR A H 0248216~ 24 ] FRERRPIT 0 A RETAE G
Shtk o ROpHEEL

(1 ) fﬁ ‘)F"Hx’é.“i’ﬁ’ T B R
1. 4% *(Limit of Detection, LOD) @ #-2 &k & 2. s}ﬁig‘g‘; TR %ﬁ“f@ ,
bR e%%i%aem WL >3 2 ER 0 (FL M RHEIIR '
2. %_# #&*(Limit of Quantitation, LOQ): #-¢ ik 5;7\4{% B R
FoMELIRL L =100 P2 ER 0 (FL ARG IE o

o

(+) ”J bo W olT F AR
P v i g RAP S EMBE RS o B REEFER9025g0 &
Bl4e » 1mL 7+ § 5% 7% (500 pg/mL) » ¥ F 4k 503 0 W HE 2 02 3 (TR o

(4 - ) HPLC A4 45 i% %

1. & 47 ¢ * Phenomenex Luna 5U Cis Column (250 x 4.6 mm, 5 um)

2. ¥k E UV 254 nm

3. ;i ¢ 1.0 mL/min

4. FHE R 1 35°C

5.4>% - 10pL

6. #H4p -

P B (min) e 5% (%) 0.1%#4 & (VIV, %)

0 40 60
15 40 60
30 90 10
40 90 10

=) AB LA IER T R
P10 #7 BAp S EHEREsR AR 2 AGRER R L 10
uL i@ 4 3 443 » HPLC > #7{@ T3l % 6 ff & 'isr [ 2337 B &2 55

mp/ﬂg—;{‘_o



(+ =) APt s2 UPLC & 471 2

1. & 47 *g : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥Rk £ UV 254 nm
3. swiE 0.4 mL/min
4. FHIER 135°C
5.50~8 11l
6. #H4p -
P B (min) o 3% (%) 0.1%#4 & (VIV, %)
0 40 60
2 40 60
6 90 10
8 90 10
10 100 0
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Bl- ~ < F iR &%k 2 HPLC & 17 B
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(R)5 928 » £ & FF ()5 1.01 » ¥t s 5uif * & Kp o
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() REFXBIEEER

RN F r A I RS S CET R S F A

sy A PR )
2 v EREZBOERITR

Se B pE = F ek % 5 F (mAU)
1] p* 1988143
2] pF 1948740
3] pF 2289279
4] pF 2278238

() FEEFpRER
EPRERSIEF OE P BITAE S f D5 BEY)TEIDRE
AR S y = 50279.79x — 43904.80 0 R = 0.9999 - Bt k&R A 1.0-250
pug/mL § 47 AR (B =) -

~ 5 ﬁ;
14000000 - y = 50279.79x — 43904.80
12000000 - R2= 0.9999
= 10000000
£ 8000000
= 6000000
4000000
2000000
0 T T T 1
0 50 100 150 200 250
& A& (ng/mL)
Bl= ~ 5/ 68 RE
2z s ARk TR S
HEEES | kA (ug/mL) LA il i R?
“Fm 1.0-250 y =50279.79% — 43904.80 | 0.9999

(=) PR E%R
FoiEEkET > 1% HPLC T £ 2l R R 268 > A FBH AR 2
APHHEE L L 0.11% > ok SLig * & Fp oo



(=) EFHERTERER

AL REA > 17 HPLC 2B and 2k > ~EpE it
L#Bﬁ‘f’@%‘ﬁié 138% ’ l’f_F_/fi l‘fﬂ,i&? ;I\i‘ﬁ ‘j\]]\ ° _"%ﬁgé: 24 ’J BEEF\ #I%"i
ER AL PR L 5 142% R LR ] Ferd RS AL R 24 )
AN E S
(~) HpE e 7 Bl
<0 RE S 0.03 pg/mL (Rl ) LEHE'T5 0.10 pg/mL (W1 ) -
5r_nAU

Ble ~ <32 R 15 Bl

12 4
104

75 a1
58 \
25

-leé—-manu - _ﬂ

T
35.0 min

oo 5.0 i0.0 15.0 200 250 30.0
DEGNES S EFIE BB ALY $TY
Fw o~ LIEHRERA T
BTN
HiRI5E B — dis
A R.S.D. (%)
H%k  (n=5) 40 nug/mL 0.11
£ (n=D) ¥ 5% i (N0.8) 1.38
T (n=6) ¥ &% % (No.8) 1.42
i p4& 2 (n=3) 0.03 ug/mL -
LB &' (n=3) 0.10 ug/mL -




(L) Fiem e
AR R e w o 5 95.5% 0t R L 5 2.15%

e |FPFE 23R e ® I HEE vl T fes | RSD.
2 (mg) | (mg) | (mg) | (%) (%) (%)
1 0.25 0.55 0.50 1.013 96.2
2 0.25 0.55 0.50 1.015 93.0
3 0.25 0.55 0.50 1.041 98.2 95.48 2.15
4 0.25 0.55 0.50 1.032 96.4
5 0.25 0.55 0.50 1.018 93.6

() £%3 gAp3 g 2R
10 3P+ 42 3 ERI LR E0RF)cdk = 977 > A5z €
# 0.144-0.301% ° 23R A + FHHp iR+ & < Jfeeh g £ 7 723 020%
T2 4 B L F Ak 2 B R A 0 8000 (%2 & 5 300000) e

wht
[l

L AT AR R A @
Z 11 ¥ %L (No.) ~ 3z £(%) 211 %%(No.) “% ez 2 (%)

1 (NF-1) 0.227 6 (SC) 0.231
2 (NF-2) 0.229 7 (SG) 0.175
3 (NJ) 0.277 8 (SU-1) 0.225
4 (NN) 0.144 9 (SU-2) 0.295

5 (CA) 0.186 10 (SU-3) 0.301




(+ - ) &P %2 HPLC 45 = Bl3# ot =
B 1044 8P e SR & 10 L i8R 0 38 7 HPLC 4 % Bl3# e

B e
1. & 47 ¢ * Phenomenex Luna 5U Cis Column (250 x 4.6 mm, 5 um)
2. #pAE UV 254 nm 3. /i ¢ 1.0 mL/min
4. B & 135°C 5.4~% 110l
6. # & 4p :
P& F (min) & 3% (%) 0.1%#4 & (VIV, %)
0 40 60
15 40 60
30 90 10
40 90 10
Isorubrofusarin “im
) \
" Rubrofusarin \ /
Sa

SO&W
]

wm ’

2]

w\_‘h\_ °

5]

] 7

15

Q\L%A—A_/\A—&A_JM\J_J\JAJ\_A 5

125
QJL\_—A____/\_AJ\—/_,—,/MM
100
3
075
050 2

0251
1
iy
L L L 0 B
00 25 50 15 100 125 150 175 00 25 B0 a5 0 35 30 315 i

Bl ~ 10 3+ 40 + #442. HPLC 45 % Bl




(+=) ##E&x~5p2 UPLC & 47
TR 525 A MUEAT T < ¥ BRI Sk o (] )

1.00% < F fin

0.75] /

050

AU

0.25]

0.001

B e e B e e B B B e e B A A B s B B e B B e e N B e e
0.00 1.40 2.80 4.20 5.60 7.00 8.40 9.80
Minutes

Bl= ~ 3§ 1R &5 ik 2 UPLC & 45 W]

(+=z) # &i&p 34 52 UPLC 4 17
WG RER 525 s AR T AP 3 ST <R s (B ) o

0.56]

0.42] /

2 028]

L

0.141

Ologjoo b "140 280 420 " 560 "700 g4 ' 980
Minutes

B~ P & Ap 3452 UPLC & 17 B
(—L‘I) k—&ﬁ’ﬂ\ﬁ”&\—;;\l \,47\_’;..%‘_;1,)3%!__'
A3 CisHioOa s 4+ £ 1254241 381 196°C 1§ ¢ Sl

(L3) +F @it
OH O OH

@)



(++) %5 e 'HNMR Fl#

i
o)
R T S N pn
B4 ~ ~ % f 1 'HNMR Bl (CDCls)
(+=) %% o "CNMR B#
I )
1] R - |

Bl - % % @ o 3C NMR Bl3#(CDCl3)



(+~) % 5 ph EI-MS Bl

Thermo QExactive Focus 11/22/18 12:36:38 Chrsophanol
HESI-MS

Chrsophanol_181122123420 #190 RT: 1.87 AV: 1 NL: 2.26E7
T: FTMS - p ESI Full ms [50.0000-750.0000]
253.0510

e [M-HT

/

Relative Abundance
o
o
1l

3 255.2333
103 /

55 207.1387 227‘12916 J
- | | I

D:\Xcalibury.. \Chrsephanol_181122123420

s} Ly ‘\ “\ T \%I”.‘\"I"‘\"‘l“I""\"“"'["'I‘ LAAE L) AN RSN AR RS EERNRARN LA LAA) AR LA REA AN
200 210 220 230 240 250 260 270
m/z

B~ - ~ %5 @ ELMS Bl#

(+4) % F @ FTIR B #

g8 % 8 8 .8 &8 8 8.8

&

8
4

“%Transmittance
b

- N
o =}

o
<

1604.53

&}

o
s T )

1452.57
1372.55

1679.89
1269.73

45189 gpp og . 44283 =

3000 2500 2000 1500
Wave_p_urnbers (cm-1)

1000

500

B+~ % ¥ @ FTIR B3



L) AF UV Bl

mAU 9
1000/ 5
N
1
N
500
0,
[} I ‘ I I ‘ I I ‘ I I ‘ I I ‘ I I ‘
2000 2250 2500 2750 3000 3250

B2~ A F UV W

S o) A Fmed R
OH O OH

- v X FEend s BT F =8 (CDChL)?

position ou (600 MHz) oc (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

7.63—7.66 (m) 137.0

7.27 (dd, 8.4, 1.2) 124.6

- 162.4

8a - 115.9

9 - 192.6

Oa - 113.7

10 - 182.0

10a - 133.3

3-CHs 245 (s) 223
1-OH 12.0 (s) -
8-OH 12.1 (s) -

4(Multiplicity, J in Hz) in ppm.
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(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & 47 ? 12 Phenomenex Luna 5U
Cig 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 "F? 1+ Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

ERHERE PR

(=) A
% (99.9%) P p >t Sigma-Aldrich ; & f5(95%)Pp >t R F £7 A2 7
" A% (HPLC grade)pp * Merck ; ¢ e e fig Bt p >t Merck ; ﬁfrx(35%)ﬂf-ﬁ
** Sigma-Aldrich ; #if&(85%)FEp >+ Sigma-Aldrich o

(-) ks
%18 5.+ § A5(Chrysophanol)p p >t 4 fo % 5 (> F A2 & 0 %0 B 98% 14} o

.
’

T ~ = ié
(=) B s e
AP AR R B RRfRB YRR AP B4 o

o) B G EBGE R
A A R G EBE R AP T B o

(=) HREE SR
Wi < F/05mg > 4 ImLen? a5 I mL 3 5/
500 pg iR SRR E B R 0 2T AR D 25 ng/mL W H R AR 503

i

‘3} P

(2) & &3
BrREfLp-A Zh A (E % 20 5.6 %)% 0.5g> B 100mL FlA¥ge - #
FEAe » PR SOmL > e i SRR 3 ) BE o A gri o RHBEE Y TR
AR A nE £ 00 No. g il > Bk > (k41 40 e 10% Bk 30



mL’ﬁéﬁwﬁvﬁilf~~’wéﬁb’ybﬁﬁbﬁﬁjk Pro it ik
FP 4= &= 30mL o EHC e gk f"f'/%ﬂﬁ_ch’f&,_’é_?*"ﬁ%x%

oA fE AT 25mL =B FLY o4 T R 3 %R > 4% 3 £ i (Syringe filter,
PTFE 0.22 um) » % { -

(E)'?J"”;‘

/ N

G Er e B PR AR 2 0A s s e A % 10 ul o i~ HPLC » B 2o
*%%éﬂblfﬁmﬁﬂ< ey B TE o

(=) HwEMR
HLY AT R 3 mﬂ$wr%mﬁ£ﬂﬁmuwﬂJ’”"%ﬁﬁ¢z
FEAE 5250 100~40 ~ 25~ 10 ~50 ~ 1.0 ug/mL 838 202 0% o 12 bR
e & P~ 10uL & %)t » HPLC & (7 28 A 47 1% 8 72 % 5 # (v i)
TriRf e RAR K )R FRIEY o & RFREMRL 2 AR y=ax+b &
AR B R? o

(=) #H %R %
UAFEERE S 25 ugmL 2 HRES SRR FeES S UAFR
S G A s dp itk RN APEHERE L o

(~) Al et
LB AR Bl 4 B G R ¢ ik 6 e R R 2
FUELE S AP S E R SRR RERIR L AFRE R(%) itk
AR R L
2. BT B T BAM ISRk RAP ISR TR RAE > 24
%/LFI?—;E’/X%%\-E&'/%/& s AR 0~2 481624 PEiEFRB R L4
FREUE 6 A s 4k R EREL -

(i)ﬁw ARl A AR
. 18 jP]4& *Y(Limit of Detection, LOD) : #-¢ sk & 2 %ﬂ—gr‘-} AR A Lﬁé‘rﬁﬁ% )
FormELAEAM S =3 kR 0 TS BRI GIE -
2. i‘s@'_ % *2(Limit of Quantitation, LOQ): #-¢ sk & 2_ ’Fﬂ SRR ST
MEELAEAMOL S =10l PF kR 0 T E T EBIUGTE o
(+) 9\4Ew~x1{"'4—§5§;
ot vk FRF RO AT RS o 4

* BRI 025g0 &
B4e 1 mL 5% 3 178 % (300 pg/ml) - ¥ Rt 5k R

PR R



(+ - ) HPLC & #7if &
1. & 47 ¢ * Phenomenex Luna 5U Cis Column (250 x 4.6 mm, 5 um)
2. ¥&pAE UV 254 nm

3. ;i ¢ 1.0 mL/min

4. FHE R 1 35°C
5
6

LA~ 110l
#HAp -
P B (min) & 3% (%) 0.1%#4 & (VIV, %)
0 40 60
15 40 60
30 90 10
40 90 10
(L) 247 8P 3455 2R

B 10 4 8 Lp@-w%; iR EE 2 AR REBR O BE 10
UL i 4 3 453 ~ HPLC » 719 T 5opl ok 6 ff i | 2 13 B4 3

mp/vgf&_o

(+ =) P 3 47k &2 UPLC K 17 i 2

1. & 47 ¢ * Waters ACQUITY UPLC® BEH C18 Column (100x 2.1 mm, 1.7 um)
2. %ﬁi?'l A £ UV 254 nm
3. sz 0.4 mL/min
4. ¢ +Lm)§: :35°C
5.7A~% t1uL
6. # B 4p -
P B (min) e 5% (%) 0.1%#5 fé (VIv, %)
0 40 60
2 40 60
6 90 10
8 90 10
10 100 0
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(- ) &% 5 <52 HPLC & 47

B G PR 29.00 A AR T L F PR S

500™MAY

4ooé iR

300 \

200%
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EARREXIE OHE BTk E e ffar BE)TEIORE
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kR R.S.D. (%)
HerR  (n=H) 25 pg/mL 0.08
g4 (n=H) e &% % (No.2) 0.43
#elE  (n=6) e &% % (No.2) 0.44
i p4& 2 (n=3) 0.03 pg/mL -
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R G e T TS 5 94.3% 0 AREIRE L S 0.82%

= R e w T

e %ﬁﬁ%ﬁ‘ §3 R |wr R | RER | wic [T icF | RSD.
(8) (mg) (mg) (mg) (%) (%) (%)

1 0.25 0.34 030 | 0.621 | 93.67

2 0.25 0.34 030 | 0.624 | 94.67

3 0.25 0.34 030 | 0.624 | 94.67 94.33 0.82

4 0.25 0.34 030 | 0.620 | 93.33

5 0.25 0.34 030 | 0.626 | 9533

(~) A2%7 8Ap 34z 2Rl
10 #4p F 4082 3 BRI LSO S rdk e 97 » AF g
5 0.044-0.168% 223k ip 3 4 H gt A A F e £ 704 0.08%:
IO o 4 ek 8 2R B R A K3 8000 (%2 % 200000) o
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Few ~ AV BAPIE TS AFOE E
FrimsNo) | <¥ps i) | #H&RNo) | <5piE0)

1 (ND) 0.168 6 (SC) 0.081
2 (NF) 0.136 7 (SF) 0.065
3 (NN) 0.050 8 (SU-1) 0.112
4 (CA) 0.081 9 (SU-2) 0.044

5 (SA) 0.053 10 (SU-3) 0.061
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RAF YRR 525 2 H T 2 R R Sl (R )
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: Cassia Seed

© A% % 2 # Leguminosae e 4~ ;-F* Cassia obtusifolia L.& -] ;/&-p* Cassia
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5:1)
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<% RE S 0.73)
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