B b AR ERL A R R A B (B R AR A TR )
BEAFIRIND O S B RELR & 3 2 S BTk BRSE O 72 8 D4
(23KA1012)
THSFE~TTEE  BEoHrRREH
BT R OREBRYE O BRI BE 3 B W58
HTIHEROT N T X ) DB FIEICEET A%
Feoriss Rl 22 AARKT ADEFERSET fMBHRER

==3
7N

HeH=

MREE AT, BEFRIMY O Bk REBR O 2h = b e O EA B & LT, sy
BBRPRHETHDI I T HLEHRIS, T bTx ) VHESHEDHESIZOW TG LTz,
FT, 2B LT HIECFABMKICBI DB T HLTHOT > b7 % 7 HEGHTIEOEREDRFEIZ
F 0, INEREE ORI ONTHIEEER O RE LAKRETH D Z &, & HITHK-IDER O =<)L
T g v DERRRRMER T K AU ESITE K LT, BILERYE K OHPLCSA ok B - FomE ks v
BWCTHDHIENHALMNE T2, F2, RIREICEB T 28 EREOM AEBOBLLSNS 7 oo
RV LOWREEL R DR R R LIEFER, Y7 va A% 2 RO R T /Lo B A cidfbd
I L RO TENRBD O, T T, Yruan i il L aH%ICEg-F /LT
BRI L, &8 2R TITEBNICHEN L R 2 759 2 BRI 2 B R LT,
AT IV, JECFARIAS D 7% BE FLUEE (0.5 mg/kg) UL DT > b 7 %/ O FH AT RE >
suaaiRV b FH LR WETLEEZ ST L2, S5, 0T TlE, "H-gNMRIZHEE-S < fH %t
EVEERMS)E WD EEIEE LT, EfEEERIREEICE S REROBE OMN G
YW B3I D HER GESFEORMS Z B L, 7 WRIKIZ L DRGECHEKSE, ZDIE
WEPEC LRV MBI L=, LLEX Y, JECFARKICRBII D20 T HAFDOT > T F% ) VHHT
EOMBE A U B U= BiLBRYE B OHPLCEAFIC K 2 5 3 7 H A ORES Bk O EICET 550
Bt Uiz, £, MESEMEOEEIEmE LE L L2VWRMSEHWeT o Mo % )

-
>

FOMTIEOA AT A HRE LT,

A.BFEEH

T T H LT FEINY 4 IR H U A
MZPEHE SN TW DRI DO—>TH Y,
WL EARE L CTRMBEZICEWTA A
ENTWD . —J, KRNI RmfEELs
BEOBEICEIVERIND [R5, RN
DOFFEINE ) (2T DR BUS B REIETH D,
BUR T B ARSI IS DMERR L1255 5 IR
BEAAVRIN B = BUR ICEHL | C s S 7=
Fn2NEIE LTS 2 AR, BEAFERINY) O e e
R OO R EERNE LT, Hx OB
FEIIN 2 BE T 5 Bl 43 HLAS o0 il 2 3 OV A i
WA TEE~OIENED HILTEY, v
T A BTN T b B I HE O R E K OV L

-
-
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TN I TE Fr A~ DI [T TR F 23 T T
W5,

BT IO - Bk - KEIZHOWT, BE
RN A EIGER B Y A M2E T AR =
A 7 KX (Cassia tora LINNE)D Fi - D JRHL
HEMBELTELNTELDOTH D, ElDIEE
PEETH L. LitdlicnTnas . L, &
FAE O FHR A E LTT o T X%/
VENREGENGLZENMLNTEY, BiET
FRIC K o I tic T v b I % 7 VB
IR D Rt & 5. EER, JECFA Ofb
7 fft #F ffi(Chemical and Technical Assessment;
CTA)TIE, B THAHOT > N T F 7 N
FELRBEAMY THDL 2 LORR TRIC
X7 NTx EBMMEBISND Z ERR



INTWD . ZoL) REENEESLLL
AWM EGH LGS RMIIIIZONTIE, Z48
MERELR DBLE G, )72 E L O E &
FNEHLRE LG D 0ITEOEBHE R AR R TH
5.

FAO/WHO £ b iR 85 5 2 3 (JECFA)IZ
BT HLOHMETIX, TV hTX
H(mEYy, TRZZEDY, LAY, 27UV
Ty UM, T4 F)DORE A EL 0.5 mgkg
UTERELTWD YK 1). REKOSHHE
(JECFA I5)TlX, 7o b I7F% )/ V&7 vk
JATHIH L, NIEEEME L TH Y hr
(1,8-dihydroxyanthraquinone; 1,8-DAQ)% ffl \» %
HPLC JEIZXVEEL, 74 A A —FKT L
A FtEsE AW T 435 nm THRiHT5Z L L &
T D 4 LR o T, [ENBUSOREI T
TUX, YrKAEYEN(0.5 mg/kg) % e FE I FTAM AT HE
RONTE ORI BB E 705, Lol
JECFA iEZ2ENHEORBREL LTHEHAT S
(2% 7o T, ERUEb~0i H AT e AF O FRE
DETHD. £, AU THWLNLD 7 1
7RV AL, (EER OREME R OB AR O8]
KRG, RBEEA~OEBRZ RETT 2 LENH
5. 61T, MEXSGHE S FEOEEHERLIC
DWTIE, FRFHRYEME D X 5 70 IEME 7R A3
IR SN AES DO AFIETE T, MR E 2
DOF FEERES E L THPLC oMk L7255
&, ERMEOGFEMEZ HoICHETE 20,

TE B FAS 5 O N T K OVE Bl 0 1 Rt oD R
AR+ 25Kk 1->& LT, 4, 'H-
gNMR (2 2 -5 < F8 %} €& /L J& £ (Relative Molar
Sensitivity : RMS)% U /= HPLC £ EH 2 4E
HTWND P RIEIE, BIEH SR8 K O E <t
LWE & 1T H T D EEY B (VR E &) &
DIEMEZR RMS 2L NICTHZ Licky, Mk
YEWVE ], TRMS] 2> bHIE X G E D E &% 7]
HEETDHIETHD. £72, RMS 1T, FHEFM
WCIEfE/ R E BN AEE CTH 5 F & 'H-NMR('H-
gNMR)IZHESEZHH I TWDH T2, AEICK
VLN ERMEOEEMELmWEB XL
5.

P bosszikE z, AFE T, BEFR
TN D R 53 3% SR O 2h 3k K O EE 1) %
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HigE LT, OB ARKETCHLI VT
T WHERGT, JECFAEZ R Limh v T
TLHDOT T F% ) AAAGHTEDOHENLIZE
LTt L7z, BARmI2iE, O JECFA LR
ALER J OV HPLC PRI B9 2 AU O gl OY
IR, @ 7 vrd/LAZ il LRWilitis
DL % B U7 RO EE oo YR, O
'H-gNMR {23 < RMS Z W=7 > R T %/
Y ONHEDREATED 3 IOV THREEL 72

B. WFEGE

B-1) 3BHL UFRZE

BT LCEEE S A105, A951, A952,
2052, C2393, (C2394, C2395)i%, [EZEIRGS
BN ET RSRERINE L 0 T 50
FnWi=borHnW-. =Yy, TrTTEY
Y, bAy, 2V I T R ONT 4 A
WRAbRR TR E -, X ha (8-
dihydroxyanthraquinone ; 1,8-DAQ)IZ&E -7 1 /L
SRR R A -, B 7 = A > (Product
No. 56396, F3FEMA : 99.9%, YEIRRHED S 1 0.4%)
KON A F )L r8F X (Product No. 79721, F2GEAE :
99.8%, JLIEAHENE : 0.3%)NE> 7/ ~T K
v FRR) M OTEFAREWE 2 LTz, £ O
ORI KK o~ 777 0 —HER
(BT Ay

B-2) 3EE

3P HPLC 7R 7 1 LC-20AD(IRE 2 T ¥
Ty b=y MNER EES VTR, A
— R~ 7T SIL-20A, H 7 AEIEM : CTO-
10ASVP 7213 CTO-20AC, Hiigs : R4 AlHR
SRR g SPD-10A & 7213 %3 B SPD-
M20A, ¥ A7 ALz hu—7 : CBM-20A, 47
Wro— Z 4P 2 T I : LabSolutions(VA_E(BR) B
FERLVERTY), LR  AG-34((FF) 7 1 28 &
72 1% DGU-20A3R((kF) B B AT L),

IR BM20(BR)=— - 7 K7 A
%)

' 3 7 v K :AUW220D K O
AP125WD((FF) f HE R ERT )

im0y BERE - 522006 £ H P TR L) K Y
MiniSpin(= v~ KL 7 )

—~ —~
~
~



F—7> 1 DR22(v~ FEFEER) R

B-3) JECFA ¥EIZ 131} 5 BiALELE DRRFE
B-3-1) REBRBER OFR()

JECFA Monographs (2355 5 1 27 77 I HikS
THESNTWSL T > b T VHEHTED
PERIAIR O FR L F)E(Sample preparation) | ZfE >
72(X4 2).

B-3-2) MRS DT Q) s LTy e

aRNVAEFY 7 ea A X EMCER T

D958

JECFA Monographs (23515 5 1 o7 77 LIk
THESNTWAET v b T F 7 VESITED
ABRIE IR O R L FNE(Sample preparation)(1X] 3)%
—ERE L THW. Thebbh, ik 40g #1E
el &Y &V, 2mol/L il 100 mL Z Iz Tk
IRV IR, 103°CT 1 RFRINE L 72, =ik
F AL, NEWMZDRA DB L, 7=
2 7L 2 100 mL 2 2 CHR-IRT Bl 21T - 72
HE%, AUy g VEIREBT A0,
% 50 mL FEE 201 L CiE0 5 BiE(400
Xg, 547, 200)&17\, TE(Z aai/LifE)
ERBRLZ. BERBICHEEZaa RV AENZ,
[FRE O EE & S Z[FH# R L1, 15
DN TRTOTREZ refRLABERDLE
THE T T2 B Lz, BEYMICA X ) —
NEMZBEAE L, REY %m0 B
(10000Xg, 245, 200 )I2 LV FRE L%, LiE
BAKZ)—)LT 2 mLIZERLE SO RBRYE
e Lz, 7ok, YZ7mu XX 2t -
L THHT25E61%, Lok mek
LEvrunrAX  jlEE iz, RFEOHME

BAEEAT 572X 4).

B-3-3) AR OFARG) (AR & U ClEm
TFNERIMCHERT 54

ABREIE OFREIT, AiE B-3-1 OEAEFIEIC
WL CTiTo7-. 72720, W% 7 ook
L(FEER) 1.48 g/mL, 20°C) 0> b FEiE = F L (LLE
$90.90, 2000 IZEH L= Z Loy, AgkEn
TlENS e s, fHBEEZLUTO L
BOEE L. 77005, 3k 4.0 g % EfEICE
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D&Y, 2mol/L Hilg 100 mL Nz TSR D
IR, 103°CT 1 REMMEA L 7=, IR E TH
%, NWEWZE RS 5L, BT L
100 mL Z Nz CHR-AhH 217> 7. §iE%,
ECTcxz~w vy a EERRT 5720, 2% 50
mL ZE PR 12501 LT BE400 X g, 547,
2000) %17V, EREEFE—F V) ZHEL 7.
TEBICHERRFLVENZ, RO EE
FEILIC A IR L%, o To
bR = T V) & SR CRE N IR A
BMELE. BEWICAZ ) —)V & N ZBE AL
L, N2 057 BE(10000X g, 247, 20°C)
WZEVEBRELIEE, BiEZAZ ) —/1T2mL I
ER LTS D& RBRER & LT2(I1)5).

B-3-4) R R OB AL LTy m
a A B O = F L % BB EC A 5 5
)

AL LTy 7 an 2 2 2 K ORTF
NEPFRT 256, YZ7uea XXy, IRWTHE
fig = F L DIE T BRSO B 21TV, 59
B X AR ITF AT, R E L LT
ARBRIAEE LT L. 37bb, itk 40g
ZIEREICEY £V, 2mol/L fil& 100 mL % il %
T IRV IRET-%, 103°CT 1 Befm# L7,
HiRFE CTHAEA%, NWEME DR A 5 HIB L,
Yrun AX 100 mL &Nz CHE-R B &1 T
St WiE%, EUl-z<lya UERETD
7o, A% S0mL A LE 20 L Tl oy
BE(400 X g, 543, 20C) %17V, FE(¥ 7 mno 2
ZUBEBRRLE. FBICHEY 7aa A X
ZINZ, FEROH B EEZ EHIC 1 [EEV KL,
BoN-T_XRTOTEBE7un x4 U Eaed
DY TIUE T TR 2R L7, R A A
J VBRI ZBERALIR L, REY %m0 B
(10000 X g, 24y, 200)C L W ERE L%, b
BAZ)—LT2mLIZERL, ZhrilBia
Ww1& L.

Wi, Y7un XX N L DB D
FREIZoWT, FEiE=F /L 100 mL % 1 2 Cik-
Wl EiTo 7. EiE%, Ello~rv s
VEMRET 7%, i 50 mL FiEILEIC
iR LGy BfE(400 X g, 547, 20C)&4T



vV, PE@ERR T VB EZRIRLZ. TEIcE
ERFR T VAN %, RO EEZ 26
W1FE#EDIRL, BondXTo LB
T FVIE) & Ao CRJE T CIai 2 JRfE L
7o, BRI A X ) — )V % N Z B I LR
L, RE&EW %05 BE(10000X g, 247, 207C)
WZEVBRELE, REEAX /—/LT2mL
WCEREL, ZThadREiK2 & L72(X 6).

B-4) RERAIR D HPLC %7
SEREE L 0 AR L 2R BRIAIRIC OV T, R
OBESME 1 72132 2O 247 - 7-.

m HIE S 1(JECFA ¥ D 4:M)

717 A Develosil ODS-UG-5 (4.6 X250 mm, Hi
TR 5 um, FPAHMES(RR), T LIREE  40°C,
B R 435 0m (7> b T % 7 V), i
1.0mL/min, BEMHA : 0.1% ~ Y 7/v4 o fiiz
KR, BEMHB: 7 =V, /59
> h&fF 2 0 min (14%B)— 10 min (14%B)— 15
min (20%B)— 25 min (20%B)— 55 min
(80%B)—60 min (100%B)— 65 min (100%B)—
65.01 min (14%B)— 75 min (14%B) [60 min LA
3 7 AP B ONEE ], EANE 20 uL

m JE S 2(B BEDSA)

777 2 : Unison UK-C18 (4.6 x250 mm, F71-£%3
um, A X7 NEK), BT LR 40°C, it
W& 272nm (W 7 =4 ), 255nm (MHB), 435
nm (7> ~F 7 ¥ UHH), i 1.0 mL/min, &
i A:0.1% ~ Y 7L A KRR, BE
B: 7t hr=krVU), 77 &M Omin
(10%B)— 60 (100%B)— 65
(100%B)—65.01 min (10%B)— 75 min (10%B)
[60 min DAREIZH 7 AP0 M OV R], EA
& 20 uL

min min

B-5) '"H-qNMR (Z2-3< RMS Z W=7~ b

T X ) U aHTEDRMEL

B-5-1) X¥EMEI 7 =4 >, MHB BRT* 1,8-
DAQ)IZX§ B HIEXNRME 5 D RMS D
HH

TEVy, TuzE®Iy, J U YT 7 UM,

130

LAy, 7434y, 1,8-DAQ TiE, 'H-gNMR
ICE VRSN TMEMEICESZ EMICEDY
LV, AX )= NVEMAER LTS O Z IR
& U7 © 156 pmol/L). < D% 1%DMSO
GHEAL ) =N EHNTHEERARL, &HEL
SVE OIEMERIR A TR LT BRI DR
FEHIPAIE 0.5~15.6 pmol/L(6 ALIERE, Akt 2)T
H5.

N7 AT, BT = A AEAEE (R
HEWVE) % RAMEIC RS & EMICEY L0 L,
10%7 2 h=hULEHNCTHEMEL, BE 156
pmol/L DR A AR VERIE & LTz, Z DJFIKIZD
WT 10%7 2 h=hY Lz RV CEERAREZ
1TV, 7 = A OFMERKZ T U2, 48
YEPRIR DT FEHIPRIE 0.125~15.6 pmol/L (8 A.i
B, A2 THD.

AFNRGRUTIE, AF AT fEYE
W) (R AEY ) % SRR LD X R IO FR
BL, AX = VERNCTEML, BEE 156
umol/L DR & FEHEIFHR & L=, Z DJFHRIC
DNTAZ ) —NE AN THEEAREZIT,
MHB DOAFEHERS IR 2 T8 U7z, BRI DR
FEFIPHIL 0.25~15.6 pmol/L (7 /IR, Nk 2)
THD.

T D AR BE OREHERSIRIC DWW TS, 4
ftea¥m3ty NTOMREL, B4R LIEHIE
FiE2lckvEnEnmir Lz, SEROE
JVIREE 2 X T, MHEROINEE(Y — 7 i
)% Y87 2w kL, Excel &M\ CHR
DX 0, Y OEUFEMAIERL, Zh
ERRERE L. 0B, FRRICKB TS5 7 m
~ T TALEDE—TDSNBI0LLELED
IRERIPA CREMZ IR Lz, 20k, 55
T BIE R G K O W) 'E DR BERR O3
AR D X O L GRIE X S B/ FLE ) >
D& FIEY BT 2 JIE X G4 E O RMS %
B L.

B-5-2) RMS DIEHEME D FRAl

T4 F U UNDOET TR O
YEFUR (S © 156 pmol/L) & ONBId iR L7z 7
o4 A VRIRERE © 31.2 pmol/L) & VY, Zh
LAEMERRL, A —LEHOTHRL



BT IR A (S RNEXSEE OWRRE K9 8
~9 umol/L) &k e 7 VIR B (£ IIE XS E
DOPRFE 1.0 umol/L)ZFHEL L, RMS D IEEME:
OFHIIZfEH L7z,

C. RRRUEBZE

C-1) JECFA #EZH 1) B RTALEE O RREE

C-1-1) BATIEIZ & B EZRBI O SHT

JECFA {:THLE & T % HPLC $f:(B-4 @
H, HIESRME DICHOWT, ERB oSy
THEHATRENCOWTHREELZ. £7, K20
FENED 5 HEUEHEEUE A 800 mg & L TR
Wiz L, HPLCIZHE L 72, ZD#E5%, X7
T koL, IRToREHZBWT, T b
Tx ) VHEPERT D 40~50 IR ER T 1
— Ry —u P snz. - T, BUTET
%, BT HLHOT v bTF% 7 VD IEME
EENPHNEETH D Z LRI, B, £
W RSB S iz HPLC CTHIROHT L,
R E DT X D ER&O WREM 2 RF L
7273, 200~600 nm O RHHTIL, Zo7 =
— R — 7 ICHkT 23R 7 DRI K
0, PERSRYEOEEN AR REE R
WETZ LI TE R

C-1-2) INBRERE DHRFE

JREE7e 7 v — R B — 7 N S - EIK &
L C, APLERIZ I B NE(103°C, 3.5 IEfE]) 2356
JoiTe. INEAET & INEME OFREHNATK O % L
W95 L, MEVE T2 {b L Tz,
DR u~ T ADIREEET DL, N
BICED BT HAFOR G ZHKE T 5 A
AT = FEIGIZE DAY ~—DARNTHE S
iz, £ T, MR & R§i7R 7 r— R e
— 7 OREMEZFHET 5728, ARz T 5
MG ORMGEE T 72, T b h, IR
Ze 1 BERG, 2 BRRN, 3.5 BRRE, SERRE LTEN
ZHARBRIA A L HPLC 12t L7z. 7k
AREtciE, RekE LT 2052 ZHVy, #AEHR
BEITHEERBY 4g L Lz, TORER, X8
(R L DI, MBI N EWTE, 77— K
RE—7 NS R DEMBRD bz, b,
TNEAER 2 O FE & 372 2 L £ B 272708, HEHG

-
—
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BERTHDL I T HNIAS Gt B
—R7e0, INEEENT HITITRETE 1
MIOMBANMECTH -7, ZD K 512, HPLC 43
FricH i 2 R%i78 7 v — K72 B — 27 OKEE
N ERROMEIRFE A B E L, INEWFRIE 1R
I EY)CTH D Z EVHI L=,

C3) WY THERDT v vT %) VEDOH
HIZhR DHRRE

P FRFD IR 2 2556 (3.5 REfE 2~ D 1 I
MLz sickd o7 hHadho7 s T
J VO A BEET A 720, IRMNEIGR
BrRaiTo7-. 7ods, BEHE LT A10SEUEHRHL
B 49)% AV, WO T JECFA Hik 21 %
EA7 ERRAE(0.5 mg/kg) D 10 £%(5 mg/kg) THET L
7o, ZORER, & LIRT X OIZ, BIED 70%
 FTEDLEEMPEBRD b=, £ T,
i E A 3 [~ L, ke LT A9SIGR
BHERE 4 )2 W TRFT L7z & 2 AR 9), #
21T T LI, n=1 OFERTIEH DA, TT
DALEZIBNT, [EIENW B35 2 & A3k
WENTZ. - T, MERGHE O RhE%
ZREL, HHEEOZEEOLEENRD b,

C-1-2) ==V g v DRI AT T2 #R3E

FREORGEIZIB N T, B R -R B
T, = AvaryPERKRL, EBE TR
IV Dy BEE S L < BIE S, irahER A
KFEELZELHALMNERS7. 22T, E
FLOMGEIZ TR L723lE & 13 B0 2 3O
BHMDC2393, @C2394, 3C2395) Dkl & T
- Z T -T2 & 2 A, [ARRICEE /R~ L
Ta UPERL, 24 R OEER b E oLz
SN2 o 72X 10). Z OREE RIS 5 7
b, L BERREA00 X g, 545, 20°C)& i L
e A, EEETHEZ rafRLvARBORES
7R T JE A BEDSEERR S, F OB NENFERES
72(14 10).

C-2) HPLC & DIRFE

T2 7 A A 3FE(DC2393, @ C2394, (3C2395)
Z H T, JECFA VA THUE &4 TV % HPLC &
H(B-4 OIE, JIESM DNOFZREO ST I I T

>~



DWEMAMEZREE L7, BEEFERR T, K3 I1TR
FRIALEREIZ X 0 s L 7= & slehaiki, e

KIBWE SHE(TEY Y, TRZZEY Y, LA
v, ZUI Ty U, T 4 N ERKEE 1
pug/mL & 725 X O L, HPLC H3#r 17T~
7o, ZOREE, M1LITRT L9218, ¥XToR
BHZIBWT, HERSEMEO—D ' — 2 Dilt
PRI BB e D INTEME AR o3 (KRR ) D v — 2
DR S, +A&~—174/ THED S B
RN &V LT, DHERRAZUET D
e, O T L %ﬁ%ﬁ‘%ﬁ 3 um T % Unison
UK-C18 (4.6 mm X250 mm)~ZH, @/ 7=
v NRIFDOEE I ERBES AT O R E L AT o
7o (B-4 DI, PE S 2). fedft L 7= 54 T T,

-
—

H 2T A 3FE(DC2393, @ C2394, (DC2395)
D FREREENR B O E MR8 S FEOIRAFEEY

Waohr Uiz, ZORR, K12 1277 K912,
FTRTCOREHZB N T, ESRYE 5L K
MERR Gy & D DO R—2 T A 5Bl %%ﬁ@
W EDBRER S . LK, FEEEHC R
LMNESZE 5O HTIZHBNT, ma%&
® HPLC &b & DN METH H 2 & D3
Hinklpol.

C-3) FILEIC BT 5 7 u r ARV AalicfRb 5
HIAIE D RET

C-3-1) FHHEEZ M CHEM L7z
HZhRDORE}

B-3-2 KON B-3-3 OIH|IR LI EFNEICUE
U, MEdSEWE ST R ET L, LA,
TEDY, UV T, T4 NKED
JECFAIECIIWIEHEME & L THIES N TV D
1,8-DAQ %, B 7 HABIZEML, HnE
WGABR(n=3) & 1T > 7=. USRI X, JECFA k%
BT T b7 CEORRE EIREWO.5
mg/kg)?D 10 f5IZFE Y4 3 5 IR E(S mg/ke) TR
L7, 708, [BILER K& OVFH SHE HE(R 72(RSD)I
n=3 ORIEFRRICESEH N L. ZORR%E
7% 3R

suanaRihrERANWEgGE, TrooEY v
O AU K 1T 87.4%RSD 1 1.1%), L A > %
84.1%(RSD : 3.2%), TFE 1% 83.7%(RSD :
2.9%), 1,8-DAQ IZ 82.8%(RSD : 0.7%), 7V

HE O
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7 7 VERIE 76.8%RSD : 0.7%)TH Y, Zhb
5 BATIEWT AU S BIER 70%LL A&7 L7z,
—J7, T4 AT 67.4%RSD @ 2.8%) & E
F 0, BEIER 70%% FEl-7=. Lizn-T,
JECFA I CTHESH TWD 7 n kL bz H
WASEETIZ T 4 > F v DEINR M ObLE
WIZHEAR T 5 Z & RanT.

vruan AR EAVEEE, TToE
YTl ER 70% L EEZ R L= DD, 7 4 A
N T31% Lo EY & i L TIRfETHh -
7o, Fiz, 7TrzxE TR 1,8-DAQ Tl RSD
N 6%AHBR, ZunakLhikAngEe Lt
L CIES D& D RT A2 ARO b7,

Fip—TF L2 HWeGE, TrRooEY %
Br< S FEOALEWIT B AT 72 [FIN =R B OV TG EE
PR lLl-. —F, 7uxxE Y REIERE
41.7%, RSD 78 22.3% & 3 L < &<, B RO
EOBLENORENRED bz, EXD, &
BRIRIEOREICH 7= - T, ()BT 2 H
W2 T, REI SV RSD &R LT T
0T E Y ACHOWTEIERD A F &R E D
BEEXD L, () Y7 an A X BN
RZ T, HXMIREI CTh 5727 4 A D
FINREZSETDH L, (i) Y7o rZ %
AWz T, Yy Xy s b
L7 EIs —HHEXSSRYE TR bivziX
5O XRSD)DIEIZ F T2 &L 5, #{IE
RO E B D FEAHUETH D Z &
DRI I Tz,

C-32) V7 un R ¥ U RUEHRTF L% B
BICER UTzBa oMz RO KE
AIECOMRFHI LY, fHEE e U Tl
FNLEHMBMTHEHLEZSEICE T ey
/®EW4#%L<%< /A=0=0 F 3 |
M L BAIIE T 4 A ORI RN
FERHL ﬁﬁ%r#kk% , —EBO M E x5
WVE < RSD KT 5 Z MxF"ﬁi%_Eé: L CHERR
SNz, INOORBEERRT D20, vonu
=3 (317 S Y =1 SN S A R
HEIZDWT, INEMGERERIC L 0 2024
ZEHE L=, 2B, BT AL A~DT b

T X ) UHEOUSINEE X, §iTE & [FEEIZ S mg/kg



&L, B-3-4 OEAEFNEIZHE WK FRERIA K 2 71
L7, RBREE 1 ORISR 2 07 < b
75 hEE 13ICRT. £, £ 4I1ORT LD
2, BALEMOREIE L YRSD %, 7 rZ=xTE
Y 0E 922%RSD : 22%), L A 2%
90.2%(RSD : 2.1%), T=F 1% 94.3%(RSD :
1.8%), 1,8-DAQ 1% 96.4%(RSD :2.4%), 7 U Y
7 7 VEEIL 95.1%([RSD : 3.6%), 7 4 A UIE
90.0%(RSD :4.8%)TH v, it LT~ Tofk
AT BV TR 90%LL E, RSD 2% 4.8%
T EEE, BELLICRFTHD Z & IVH
L7

AR BERE R, JE 88 O Wt ZE (i
RENT XY, BRSO EEEMEEY T L
ICHR72 D RICER LERIETH S, T7bb,
FTF 7 mm R E N K o THEABUK M
mlvrZuuRrAF L BABIT LT VMEEY
EEEMICEIL, T0tk, Yr7uam XX
H% b KBIZERET Db %, BT L
FAaEMHECEINT A Z Lic kY, BMmAELET
WEEI S AR +-43 & 72 0 LT WME AW & i 51y
ICHHH T & 2 AR REOR M THD. UL,
Y7 anu AR R OEHET T VO BRER 7o fh
HE, =T L oOBEMER CREE -7 T
2T E Y ORENE K O E ORI,
v run A2 OEMERTREE o7
7 4 VA ORI AR B ER O T R OV
IEEWZBIT HIEH DX K% FRFICSET
XD EWRENT.

Wiz, %7 > b7 X% ¥ % JECFA &I
B D78 FIRAE(0.5 mg/kg) THRIML 7= > 7
7 L8 A, RBRERhHEDO 2 S M2 S
DI L7z, BRI 1 R OSRBRIEK 2 D7
a~ b7 KEX 14, PINENGEER O R 4
FS5IRT. TRZTEY L ORINEIL
78.0%(RSD : 2.9%), LA /1% 85.6%(RSD :
3.2%), TEY UL 84.1%RSD : 2.1%), 1,8-
DAQ /% 88.5%(RSD : 2.5%), 7V YV 7 7 VIElX
88.6%(RSD : 0.6%), 7 4 A%
81.5%(RSD : 32%)TH VY, MitLi=7dXToD
LA I TRILER 78%LA |, RSD 3.2%LL
e, BEROHTHREL BICRIFTHD Z
EVHIBI L7z, BLEDORERN G, ARBERERhH
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1513 JECFA HikgIZ 31T 2754 ERRAEAR Y O
ExEtREHcB N ThH, T b T% 7 U
T RO REE CHItNFTRETH D Z L BB )
Lot

ok, AREPERhHIETIE, Yoo XX )@
K O\EEfE = T V@ > B 45 B U 7= il IR R e
AP RME L, SBRARE R L7121,
HPLC Z3#ricft L7z, Z O#fEORILE LT,
R B O R % BE A L CIUE IR AE L e BRE
WERER LA, elorT Eic7rn=x
TV OEILERD 43.2%I KB T L, £72,
RSD % 27.8% & % LRI D Z LRI
ZENETOND. ZORILEOELT KO
RSD OHERIE, R OF AR 3
TAMOENOEBILVEREZTDLH LI
BRTHEDEHERIND. LIER->T, KRE
O RICHT- > TE, BEEENL T
AVETVIMSE LT BRIS R A S 5 2 &3, o
WIFEE DRER DT, Ra[RTh D T & DR
.

C-4) '"H-qQNMR [ZZ3< RMS # W=7 b
T X ) U aHTEORMENL
C-4-1) BVEMBE( 7 = A >, MHB KU 1,8-
DAQ)IZX3 2 PEXRWE 5D RMS DHE
H

"H-gNMR |ZH:-5< RMS # W=7 > b7 3%
J VO HTEOMNLIZ DWW TR Lz, IEREZR
RMS ORI H 720, JIE T SE O i e 3E
DIEMRMEZH S NIT 52 L I3IEFICE
ECThb. 22T, INHLOMEZH OGNS
L1, & TIRTHESEMICL D "H-gNMR
WEZEE L=, ¥k, =€V, 7reTTE
Dr, LA U KON1-8 DAQ TIE, 3 FEDOAERIE
ez T ANIESEYE, 7 ) Y 7 7 VRN
+4 A TlE, 1,4-BTMSB-d, & FiV 7= A HE L
WXy, FREOMELZZNENHEH LZ. £
OfER, =FEY, TuxzzEy, 7 UVT
7 VIR, LA, 1-8DAQ OHIE X, ThEh,
99.9%, 97.2%, 98.3%, 85.8%, 95.5% & HIHAL
7o, F£l2, T4V AT 81%THD Z LK
Ot ipoi.

W, FIEYEIZT DRERGE 5D



RMS Z 5T 5720, F5HIAED 'TH-qNMR (12 &
BRI ISV CGREL S - JIE R S 5 Fl
SN 1.8-DAQ W TN FEREE (Z FLal D FE A (M
FEEEWC S ERB SN 7 = A > T MHB
PEAEYS IR 2 TN C, 2R L7z HPLC $:4(B-4 ©
I, JESM2) L W ER S B S L7z
HPLC THHr L7=(1X 12,15-17). ZD#, 551
To T — ZITHED U & 18 D 5 B & ERR
L, ZOREMROME E O E xR e/ 5
YD) > & FEYEM R (53 2 L E X S o
RMS ZH M L7z, £, &Rmfto EEZRE
fliLiz& 2 A, HENRWE 5N OEEYE
3 FEOR T ORI EMRORERBIL 0.999
~1.000 & BAFCTdH D Z L3RR Sz, AllE
K G Je OFEERE O RER 72 R B & X
18 O 19 12T ALEWM T &1 3 T
EROME OVPEEEZREN LA, =FY
E 13026 (MR - 435 nm), T rTZTEY
U 13521 (B R - 4350m), LA > 1E 15669
(PR :4350m), 7 U V7 7 U RIE 13260 (f
HIE R © 435 nm), 7 ¢ >4 0d 14254 (B
£ 1435 nm), B 7 = A 0% 11808 (MR E -
272 nm), A F AT _0F 18511 (M E -
255nm), 1,8-DAQ I 12296 (# 5= : 435 nm)
THDHZENHB L. ZhbDREBROMEE
DFARHEAERFET 0.1~24% TH Y, BEHOD
PERE(EAE) E H LY CIMET 5 &, Zh
5 OMEMOM X 1L RMS OFH I AEET
HHZENHALMNE o, FZT, o0z
INHOT—X X0, FEHEWEICKR 5 HEx
GEO RMS ZHIHLIZE A, £ 8ITRT
BETHDLZ ENHALMNERST.

C-4-2) RMS D IEfEM: D FEAH

354072 RMS O IER 2T 5729, JIE
KIEWE SHE(TEY Y, TOZZEY Y, LA
VL, VYT U, T 4 AN EENETIR
8~9 umol/L ZZF T ET /WA A KD ZEE
1 umol/L 2 &1 ET /WA B %24 3 b
T OFRHE L, HPLC 12t L(IX] 20), RMS {EK Y
WEREREED 1 D Th HiacHREMIEIZ LD 5
ONDERMEE I L. ZO/EE, £9I9EW
K 10IRT LD, EEMEDEZR D RMS 14
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&R EARE I TS DAL E EEIXIE X
LETholz. £ RSD IR T S55%ERHED
BifCThote. LLEORERLY, KEMEE D
ZHUTHHET D RMSIZIEMETH Y, RMS ED
SHRIEXGE S O RS2 ERNFRETH D
ZEDBHLMNE ST

D. &

AEFTETIX, ROBAEDREIETHD DT
T BNZDONT, ERNHORE L OB SR
NEBE~OIHEIZET S Z &% HIYIZ, JECFA
RS D HTIEJECFA K& g e L= v T 7
LAHOT v NT % CHESHIEOMESLEZ B
& LT, (DJECFA VEDRiTALEL K O HPLC &1
R4 2 RE ORI NS B, @7 o kLA
R L2 WihE O A2 B R L 72RO
B AR, © "H-gQNMR (233 < Fi%f-E
JVIEFE(RMS) & F 7= E BEyE o FATEIZ DWW T
Bt L7z,

F£9, O JECFA £ DL} O HPLC &R
B4 2 E ORI Ik BICE LTI,
JECFA JEOMERERHIIC L 0, RTALEE TRRICR W
NN [ 0 JE A S OV b HE (0] 5 00 28 58 A3 a4
WThHHIERH LN /eoTe. £z, MR-
FlizBirso~<Lya VEMRICERT S Z)E
SBEDRIE D FERR AL, 205y BEERE DA
SEENROUEIIH TH D ENEIEI
7. &bz, EREHIRB O CITHIER S E D
B — 7 SR IR MRy N SN D B AN S
Y, JECFA 1£® HPLC §:0F CIXME X S'E &
RIHERK S DITBEDR A543 L 72 VG5 2 L3R
WENT. ZOEICHONTIE, K7 3 um O
BT LERRAL, 77V MR Rt
DT LI, mBEREE R T DTS e
NS

@7 vmu kR LEER L WA OMN %
HiE L7 RO o m YRR >W Tk, R
BRIHIRE . LTy A&7 2 RO
FIVERE LTz, T ORER, MEREE o EAhE
TIHEAWIT LV [EIEEOK TR RSD OHK
NRED N8, Y7 an X & % ICEE
fe o F )V CREMMN T 2B EEZZ R L.
ARBCFEHI A TIE, S ABEOMMIR A At



FUTENZ UL U CRUERA L, S BRIAK %
TS S EED, Blc T oo P OERIC
BT HEE RO EOHEMRICRAIRTHDH 2
EMMERR SN2, ARIEX, IR 5 mg/kg 1
B TEILE 90%LL |, RSD 4.8%LL FZ&7R L,
JECFA Hlt& 0% FIRME(0.5 mg/kg)FE S DTN
BEIZB DT HEIEER 78%LL F, RSD 3.2%LL T
ThHV, YZREBICEA TR 7 7 aRL A
AR ORTLEE L L CHEIMENFEIES .
@ "H-qNMR (235 < FHXHE VIR (RMS) & H
W EEVEOM M OWTIE, IR/ AR YRR
R DOPRPENZ ISV THERK L 72 & & U oo
X D (I E 6 S8 O & /L AEY B D %)
L0, HEEWE 3T DMERNGE 5
DE RMS N LN E o7z, 25D RMS O
IEMEMENE, BT VIR E O RRGEIZ L 0 355
I, RFENRERYE S FEORFEADD
FEEMEORWERIZET 2 Z LRz,
PLEX Y, ARBFECHESL L7-HiL B (=~ 1y
3 VKPR % & T JECFA D R) &K O HPLC £
TEGRNE S D i b) & LA B o 7 1R,
AT HEEDOT v N7 X xR E
FERONEEZ S > TOWATRETH Y, By Bk
DREWCETHoMMELELTEHATHLZ L
DHLMNE -T2, F72, 7 ook bz
L 72O BB RS RMS 12 S < ERIEZTS
MT2Z2LI28Y, FEFEOZEERVDREHA
ORI A X DD, 43 HT DN L OME fEiE
M ECEBRTES B2 607,

E.3CHR
1) BEFRIN4 SIS B Y A MEEE, H
AL SN EESH. L, H

ARSI HH23(1999)

555 IR BEEAIN B =8, B AR SLEN
Y ZE SR, 0L, ARSI
Wtih22(2021)

Mahungu S M, Meyland I: CASSIA GUM
Chemical and Technical Assessment (CTA).

2)

3)

Submitted to JECFA (dossier dated 4 Dec 2008).

2008.

4) Joint FAO/WHO Expert Committee on Food
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Additives (JECFA): Combined Compendium of
Food Additive Specifications. FAO JECFA
Monographs, 2018; 22: 15-21.

Iwasaki D, Kanazawa M, Kawamoto F, Araho
D, Murakami T, Nishizaki Y, Masumoto N,
N: A new

method

chromatography with relative molar sensitivity
based on 1H-qNMR for khellactone esters from
Peucedanum japonicum root extract. Food
Chemistry, 2023; 427: 136647.

Takahashi M, Morimoto K, Nishizaki Y,
Masumoto N, Sugimoto N, Sato K, Inoue K:

5)
Sugimoto single-reference

quantitative using liquid

6)

Study on the synthesis of methylated reference
and their application in the quantity of
curcuminoids using single reference liquid
chromatography based on relative molar
sensitivity. Chemical and Pharmaceutical
Bulletin, 2022; 70: 25-31.

Koyama K, Sasako H, Higashi Y, Ichikawa H,

Nagoya A, Hirao T: Quantitative analysis of

7)

bisacurone in turmeric by HPLC using relative
molar sensitivity. Shokuhin Eiseigaku Zasshi,
2022; 63: 202-209.

Masumoto N, Ishizuki K, Nishizaki Y, Ohtsuki
T, Kuroe M, Yamazaki T, Numata M, Matsufuji

H, Sugimoto N, Sato K: Determination of

8)

mogroside V in luohanguo extract for daily
quality control operation using relative molar
sensitivity to  single-reference caffeine.
Chemical and Pharmaceutical Bulletin, 2021;

69: 18-25.

F. fF3u5K

F-1) Z8%EK

F-1-1) &%

1) K#Z2, "H-qQNMR (25 < AR%f & Vg% %
T B S BERL 3 oy HriE O, B AR
FALFE PSS 203 RIS VAR YD
2, 2025411 H (E5)

AR, NS, # Bz, Kis,
IAEE, 75 v 7 Vv Y v — 3k PMF O
B MxE/VERERMS B ORBE, B
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3)

4)

5)

6)

7)

8)

9)

10)

F > « PMF #9856 8 [BISEIRIFIE 4SS, 2025
LA RSN
ZHEA, NG, FEHEE, PAAH
1, MRERE, i, KIS, RS,
MBS, WE TR, mEANE, BRE,
HEAF, ACREIGE, RS, AR
B, LT ORI HTIELOEIZ A
ToRE(Fn 6 L), 5 62 R E M A LT
s 2ES, 2025 11 A (BES)
(LilfFK—, YangLiu, Carlos Amezcua, RH
S5, EEEK, AhLFnde, mREEd, KRS
17, EARER, HHxE/VEERMS) A H
o 7E BT E D E R HEASO b D 7= 8
E RS EIFER, 25 7 B H AE & NMR W5
DL, 202511 H ()
A, mEAE BES BEAET
R TR, RS, RMls, ZHET,
FAETL, AZAER, 5 7 Bl HAE R NMR
WIS, 20254 11 A (FE)
A RH, JIARISH, A Bz, KR,
FAREE, "H-gNMR (235 < Fif £ LS
RMS)ZHW=T7 T v 7 VvV v —HKR
UARETT7ITROOHH LC ERE, H
7 [Bl H A E & NMR #FFES4E2s, 2025 47 11
H E)
BB, R 7eA, RIIED, ZRL
Dh, BEERS, ARz, KWSE, ek
B, TIVTAY REemAEET LI RER
USSR OB, 5 40 Bl A R A~ B
£,20254% 10 H (&I
KBS, FAxEAVEEZ W 7Y
7 7 LA LCHEIC & B B4 5
EOWMESL, HARROIT T a7 FEF
T4, 2025409 A (B A0
AR, m EAY, BELE, BREmET,
TR, ERRRERE, KM, ZHECT,
AT, RAREM, fH7— ARy
DERE &SI X 5 B, BAR
s AT AN T AR BEAITAR 23, 2025 4 09
A R
BIRSE, BOITHE, ARESE, BREME
+, B TR, & HEMY, EREE, K
5, R, ZHEF, EARER, ¥—1L

11)

12)

13)

14)

15)

16)

17)

BSR4 ESBSA BAEARDFEIEIZ AT 72
BRCE M, 5 11 EIR R A2 S BT o7
OOLVX 2T N —H A AT H—7
2,2025409 A (B5E)
BB, e, R)I=EC, Rl
Dlu, BEERS, AR, KHIS, Rk
B, ORI DERRY 7= ) —
NEBIOAL Y KA Foglr, BARRLST
22 5 31 [BIEEAT R 2R, 20254 06 A (&)
KWEE, Maes, TIuEAs, 728 BT
Fifd, HIE, AT, TDM 53k &
=3 0 6 Tl oD i IR EE I E S 31T D AR E
NWRKEIZ RS v 77 77 L A
HPLC EDJ5H, 5 6 [0l H AZE & NMR
ERAESY, 20244E 11 1 (BR)

==,
RBEE, B350, — R, 9425, I RIEF,

&SR, KABEE, 'H-gNMR (243 < FH%f
TV ERMS)E W= KEA V7 TR
B HTIEOfEST, A AR M TF 725 30 8]
E RIS, 202445 (ER)
TNEESEWL, KMiss, AR, 'H-E &= NMR
IZH-S\\ 7z Single-reference HPLC {512 X %
ERELTOT N T = EREIZOWN
T, % 5[ HAE £ NMR e 4E42, 2023
F12H (&)

TR, KMla:, MR, E& NMR (Z
FEDWTFA R E VR 2 V72 Single-
reference HPLC 152 X A EFER MO T >
r 7 = DERIZONWT, BMEETE
24570 [BIR42, 2023 4E 8 A (RUHD)

3) RS, KMS:, MR, AHxEL
JESE(RMS) % H V7= Single-reference HPLC
X DEERHFOT N T = ERE
1EDBI%E, AOAC INTERNATIONAL JAPAN
SECTION % 26 [EI4FER K%, 2023 4F 7 H
(H)

TNEESEWL, KBS, AR, MRS
Ty T = ERICBT D MRE LK
JE£(RMS)% fv 7= Single-reference HPLC £
DOEHIZOWT, HARRMBTTS H 29
[EA I R2, 2023426 H (E1L)

F-2) i XCHER



F-2-1) 3304

Y

2)

3)

4)

Miura T, Liu Y, Bzhelyansky A, Ohtsuki T,
Matsufuji H: Development of '"H gNMR
analytical procedure for purity determination
of Imazosulfuron and 1,4-BTMSB-d, for ISO
17034 accreditation. Journal of AOAC
INTERNATIONAL, 2024; qsaf099.
Masumoto N, Yamazaki T, Miura T, Nakajima
K, Yamamoto K, Kato T, Minamoto N,
Suematsu T, Sato Y, Nomura A, Akagi M,
Ohtsuki T, Koyama K, Mizumoto T, Miyashita
T, Kawashima S, Saito T, Sugimoto N:
Development of a standard-free analytical
quantitative method based on liquid
chromatography using relative molar
sensitivity for chlorogenic acid in apple juice.
Chemical and Pharmaceutical Bulletin, 2025;
73: 650-657.

Ohtsuki T, Huang Y, Kamiya A, Nakayama Y,
Matsushita M, Morikawa S, Matsufuji H:
Development of an HPLC method using
relative molar sensitivity for the measurement
of blood concentrations of nine pharmaceutical
compounds. Journal of Pharmaceutical Health
Care and Sciences, 2024; 10: 35.

Fuji Y, Uchida K, Akashi T, Ohtsuki T,
Matsufuji H, Hirai Y M: Molecular
identification of UDP-sugar-dependent
glycosyltransferase and acyltransferase
involved in the phenylethanoid glycoside
biosynthesis induced by methyl jasmonate in
Sesamum indicum L. Plant and Cell
Physiology, 2023; 64: 716-728.

137



OH O OH OH O OH OH O OH

ool I O on o

(0]
Emodin Aloe-emodin Rhein
OH O OH OH O OH OH O OH
oo, Q0
(o] o) (o)
. . . Danthrone
Chrysophanic acid Physcion (AR TT)
1 JECFA HUt& CHUE STV 2 0 HTiE ORI E X G218 (5 Fl) M O\ HEY) &
DAL
A#4.09

— 2 mol/L ## (100 mL)

N (103 °C 3.5 BEfHE)

— ~oosk)LL (100 mL)

TE LE

50 mL ££EY
T ERLE

— A%/—)L (2 mL)

AERR IR

2 JECFA Monographs [Z31F 2 o7 H AR THESN TWDL T FF7% 7 v
FE 3 M i OO BRBRVA IR D BT
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Akt

(4 g)

— 2 mol/L Ffili® (100 mL)

JNE (103 °C 1 WERH)
— 72 nrAR/lA (100 mL)

m0orHE (400 xg, 5%)

T e
— 7oA/l (100 mL)

LTHEE (400 xg, 54%)

TIE LH

F—7 okl (100 mL)

EOSHE (400 xg, 549

TIE L

TR LA
— A% /= 2mL)

BRI

3 RBREEOFRE (FHEEE L LT m e R Az BTl 558)
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Akt

(4 g)

— 2 mol/L Hif& (100 mL)

JNEY 103 °C 1 BER)
— Y/ AXY (100 mL)

wOSTEE (400 xg, 54))

I I
T8 )

— /R AXY (100 mL)

HEODOHE (400 xg, 54%)

TE L

— /7 A% (100 mL)
HOSTHE (400 xg, 54%)

I I
T8 )

Tk 3 ]
— A X J—/ (2 mL)

BRI

4 FBRIAROFRE GRS LTy 7 mr 2 2 U2 BT 558)
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Akt

(4 g)

— 2 mol/L Hif& (100 mL)

JNEY 103 °C 1 BER)
— JF—F /L (100 mL)

ELAHE (400 xg, 573)

TE

N

— FEfRTF /L (100 mL)

HEODOHE (400 xg, 54%)

e T
— = F /L (100 mL)

HEODOHE (400 xg, 54%)
I I
& TrE

Tk 3 ]
— A X J—/ (2 mL)

BRI

BRI R O RE (e & U CHIR =~ F L 2 M CE 9 55 8)
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alfet

(4 g)

—2 mol/L Hiifi# (100 mL)

JNEL (103 °C 1 WfH)
— /7 AX2 (100 mL)

Ly HE (400 xg, 57))

e |J:J§|

— /B AX (100 mL)

mLAYEE (400 xg, 54Y)

— [T F )L (100 mL)

mOTEE (400 xg, 54))

— A% J—)L (2 mL) = g

BRI LWL (100 mL)
mOEE (400 xg, 54))

L NES

TR A
— A%/ —/L (2 mL)

AR R 2

6 FBRIEIR O E
(ML LT 7 ma 2 2 2 R OER = F v %2 BERICHE 3 2 55
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A105

(mAU, X104

(MAU, x10%)

X7 T HLBEAED I o~ 7T A

NN &1 RFRE

B
:
4
£
A ML_
T i T T T
20 40 60
(min)
hin #4358
.
g
% 4
2
5 M
0 T T T T T T
20 40 60

(min)

(mAU, X109

(MAU, x109)

(mAU, x10%)

(MAU, x10%)

" A

A951

o

1.5&
0 T T T
20 40 60
(min)

InEk 28R

I f
40 60
(min)

NN ES5EFH

¢

. M
0 T T [ T
20 40 60
(min)

8 INENEFFH] D 572 545 BRI D 7 v~ b 7T
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| ¥l 4.0g |
— 2 mol/L BB (100 mL)
fNER (103 °C 1 BERE)

— ~BanaskR)LL (100 mL)

INE] =
— ~O0sk)LA (100 mL)

TE tE
— ~ootLL (100 mL)

BIEEZE

— A%/—)L (2 mL)

BEEE
O IS % 255 U 7= 3BRA I O AL
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\
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(min)

11 AIEXSE S 2RI LT=& T o7 0 LB O 7 v~ 75 A
(HIEZAT 1)

1. Aloe-emodin, 2.Rhein, 3. Emodin, 4. Chrysophanic acid, 5. Physcion
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20-
10
T
il
v | [ | [ | |
20 40 60
20
10
Y | [ | [ | |
20 40 60

WTEXRTRE S FEOIRGIEAERIR, &7 27 I LakBREE IR & OV E R W'E
SHEZWI LT 7 T A(C2395)iBRIAIK D 7 v~ ~ 77 NGESM: 2)

20-

(a) (b)
- 104 -
=} =)
£ [
=~ 12 3 4 5 =~

. I [ I I I 1
20 40 60
(min)

(©) 20, (d)

- 104 -
=} =}
< <
E £

. I [ I I I 1
20 40 60
(min)
IONEY
10+ RO IEVEAS IR
g |1
=5 54 3 4 5
<
£
v T T T 1
30 40 50
(min)
104
C2395
B
¥ 5
2
<
E M
Y I [ I 1
30 40 5
(min)
12
(a) IRA

FEHEVRIE, (b) 777 77 (C2393), (c) I o7 H 1(C2394), (d) 17 4 1(C2395),

1. Aloe-emodin, 2.Rhein, 3. Emodin, 4. Chrysophanic acid, 5. Physcion
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(min)

(min)



(@) (b)

84 8-
— 12 3 -
% 2
*
3— 4+ 4 3' 4+
£ S E
i i 5
3 % 4 l
N A Ja IR L I&{\}/ l
0 T T T T 1 0 T I T I T !
0 20 40 20 40
(min) (min)

13 TUhIx7 VERRIMESNZ T 0 LEMEE 5.0 mgkg) XY
BB HEIC L 0 R L =R BsiR 0 7 v~ 7T A
(a) : WBRIEIE 1(¥ 7 mm A2 DR, (b) @ BRI 2~ TV g H k)

1. Aloe-emodin, 2. Rhein, 3. Emodin, 4. Chrysophanic acid, 5. Physcion, * 1,8-DAQ

(a) (b)
24 2-
g g
b3 }3
£ T £
- * 4 5 B s .
o S LU
20 40 60 ‘ 20 ‘ 4 ‘ 60
(min) (min)

14 T2 bIX CEPISIMENT A>T HAGESHIEE 0.5 mg/kg) L D
B HEIC X v AR L R BRI D s n~ 7T A
(a) : MBRAIR (Y7 mu A Z VSR, (b) : BB 2(EE — T Vg H k)

1. Aloe-emodin, 2. Rhein, 3. Emodin, 4. Chrysophanic acid, 5. Physcion, * 1,8-DAQ
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2.5

(MAU, x10%)

v I I I ]
0 10 20

(min)

X115 H7xzArOru~x T Th

10

(MAU, x10%)

16 AF NIRRT (MHB)DZ v~ k7T A
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N
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1

17 X2 hrr(1,8-DAQD Y v~ K7 T A
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~
o
~

(b)
20 20
X X
3 10 S 10
© @
8 y=13521x $ y=15669x
R2: 0.9999-1.000 R2: 1.000
RSD: 2.2% RSD: 2.2%
0 0
0 5 10 15 0 5 10 15
Concentration (umol/L) Concentration (umol/L)
(c) (d)
20
20
g g
x M
©
g 10 % 10
é_.‘; y=13026x E y=13260x
R2: 0.9999-1.000 R2: 0.9999-1.000
RSD: 2.0% RSD: 2.4%
°9 5 10 15 'S 5 o 15
Concentration (umol/L) Concentration (umol/L)

(e)

20

Peak area (X 10%)
3

y=14254x
R2: 1.000
RSD: 0.1%

0 5 10 15

Concentration (umol/L)

X 18 JHIERIZRYE 5 FHO MR

(a) Aloe-emodin, (b) Rhein, (c) Emodin, (d)Chrysophanic acid, (e) Physcion
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Peak area (x 10%)
s

y=11808x
R2: 1.000
RSD: 2.3%

0 5 10 15

Concentration (umol/L)

~
(¢)
~

20

Peak area (x 10%)
s

y=12296x
R2: 0.9999-1.000
RSD: 0.8%

0 5 10 15

Concentration (umol/L)

19 EYEWE 3 FEORM R

(a) Caffeine, (b) Methylparaben, (c) 1,8-DAQ

(b)

151

30 A

Peak area (x 10%)

y=18511x
R2: 1.000
RSD: 1.2%
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Concentration (pmol/L)



#1 WERGHE 5 FEKXR D 1,8-DAQ D[EIHE(n=4)

Recovery
(“0)

Aloe-emodin
Rein
Emodin
1,8-DAQ
Chrysophanic acid
Physcion

72.0
70.9
48.8
59.9
29.1
12.2

2 fHEEELE LS

(n=1)

BORERGWE 5 FK T 1,8-DAQ D[Rl

Recovery
(%)

Aloe-emodin
Rein
Emodin
1,8-DAQ
Chrysophanic acid
Physcion

90.2
94.1
102.2
100.1
92.6
78.7
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#3
it Fe(n=3)

FAHVEB 2 B CHER L7607 v s 7% 7 VHEOESINENGRER O

Extraction solvent

Chloroform Dichloromethane Ethyl acetate
Recovery RSD Recovery RSD Recovery | RSD
(%) (%) (%) (%) (%) (%)
Aloe-emodin 87.4 1.1 83.2 6.6 41.7 223
Rein 84.1 32 84.9 6.0 95.9 0.9
Emodin 83.7 29 88.2 34 96.5 1.6
1,8-DAQ 82.8 0.7 94.4 7.8 99.6 0.4
Chrysophanic acid 76.8 0.7 85.1 2.8 98.1 0.7
Physcion 67.4 2.8 73.1 5.6 94.6 1.9

B T N TR VENRINENTZ S VT H LGSR 5.0 mg/kg)

#4 Vruu iy ROERET T EBHENICER LEBADT v N T X U
O YHNELERER O 5 H(n=3)

0.5 mg/kg spiked

5.0 mg/kg spiked

Recovery ~ RSD Recovery  RSD

(%) (%) (%) (%)

Aloe-emodin 78.0 2.9 92.2 2.2
Rein 85.6 3.2 90.2 2.1
Emodin 84.1 2.1 94.3 1.8
1,8-DAQ 88.5 2.5 96.4 2.4
Chrysophanic acid 88.6 0.6 95.1 3.6
Physcion 81.5 3.2 90.0 4.8
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#5 Yrnn ALY ROHEET A& BIICHER LIS a07 v P 7% ) U8
D TRERL R O F(n=3)

0.5 mg/kg spiked 5.0 mg/kg spiked

Recovery  RSD Recovery  RSD

(%) (%) (%) (%)

Aloe-emodin 78.0 2.9 92.2 2.2
Rein 85.6 3.2 90.2 2.1
Emodin 84.1 2.1 94.3 1.8
1,8-DAQ 88.5 2.5 96.4 2.4
Chrysophanic acid 88.6 0.6 95.1 3.6
Physcion 81.5 3.2 90.0 4.8

F6 VrnuRAZ U EROERRTFVEEZRA L CREBEIR 2R LI 5a o
T N7 % EOBINNENGER O R (n=3)

Recovery RSD

(%) (%)

Aloe-emodin 43.2 27.8
Rein 91.5 2.4
Emodin 93.2 2.1
1,8-DAQ 92.1 3.0
Chrysophanic acid 91.8 1.8
Physcion 85.6 39

sk T TR VEMRINES NI VT T AR ¢ 0.5 mg/kg)
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# 7 H-qQNMR & S

A

AT NV
T—HRA Y MK
F—=hrT7 4 —
B0 JA T HTH]
AP

H 0 AT B RF(H]
R b
A=

BCT TV T

JEOL ECA 500 spectrometer
20 ppm(-5—15 ppm)

65536

on(eight times)

6.55 F

90°

60

8

off

Multi-pulse decoupling with phase and frequency

switching(MPF-8)

8 AIETEME T L HE R E DR TV (RMS)

Calibrant
Caffeine Methylparaben 1,8-DAQ
(y=11808x) (y=18511x) (y=12296x)
Emodin
(y=13026x) 1.10 0.70 1.06
Aloe-emodin
L om0 1.15 0.73 1.10
> | Rein
2 | (y=15669%) 1.33 0.85 1.27
< Chrysophanic acid
(y=13260%) 1.12 0.72 1.08
Physcion
(y=14254%) 1.21 0.77 1.16
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729  RMS £ & GERIEGERHR EARENC X DT WVIAIKR A DFRERZRE O
GEOEENm=3)

RMS method .
Conventional

Calibrant Calibrant Calibrant method
(Caffeine) (Methylparaben) (1,8-DAQ)

Content | RSD | Content | RSD | Content | RSD | Content | RSD
(umol/L) | (%) | (umol/L) | (%) |(umol/L)| (%) |(umol/L)| (%)

Emodin 87 | 22 | 86 | 22 | 84 | 22 | 85 | 22

Aloe-emodin | g6 | 50 8.5 5.0 8.4 5.0 84 | 5.0

Rein 7.7 5.5 7.6 5.5 7.5 5.5 7.7 5.5
Chrysophanic
acid 8.7 2.4 8.6 2.4 8.5 24 8.8 2.4

Physcion 85 | 1.0 | 83 | 1.0 | 82 | 1.0 | 83 | 1.0
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210 RMS ¥ & 0EREHE R BRI £ 5T T WIRIK B ORI E RTS8 D
GO L (n=3)

RMS method .
Conventional

method

Calibrant Calibrant Calibrant
(Caffeine) (Methylparaben) (1,8-DAQ)

Content | RSD | Content | RSD | Content | RSD | Content | RSD
(umol/L) | (%) | (umol/L) | (%) |(umol/L)| (%) |(umol/L)| (%)

Emodin 12 [ 20| 1.1 |20 | 11 2.0 1.1 | 20

Aloe-emodin 1.1 3.4 1.1 3.4 1.1 3.4 1.1 3.4

Rein 1.0 2.6 1.0 2.7 1.0 2.6 1.0 2.7
Chrysophanic
acid 1.2 2.1 1.1 2.1 1.1 2.1 1.2 2.1

Physcion 11 | 25 | 11 | 25| 11 | 25 1.1 | 25
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