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FETHY, RMS ZHIH LIzl v 7 @EH
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N AT D mz587.2851 28, LT F R
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93.7% & BB LI L D R&E S Bip o> Tz,
F 7o, I T ~UICTEKIR S L7z HPLC M &
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B AL A SR YERL I TR A B 2 (R i L B R AR TE )
BEAFAIN O (B HERR & S 2 0 TIEBIFE D T2 OHFIE
(23KA1012)

TR O
BEAFAIN D R Ay ML B3 2 AFE
~ 71 1 T AR D R AT~
MIIEREE KEHE MILRPARA A

MAEEE

v 7 EFZITE 10 MELTRINMAEENH SN TWDIERETH LD, HRHARIIEAZ
BT 2 EMRBROATH Y, RKEIY O R 7 & BRI T 2 BRIEOREN O E
END. AW TIE, InT7AROTERDEMAT 52 LT, BERMERIEOTZOOR
BRIEOREIZORT D 2 L2 BNICRFEIT o7, ZHETORFT, Ir7EBRER-LO
HPLC Z3#17» 6 EE—27 2Rt L, #4578 schaftoside }2 O schaftoside FCHE A TH 5 = & % B
ML, FREER AT & L C schaftoside % fLHY L 7. 72, schaftoside Zfi#%E & L7 TLC 43
Bric X DR ilBRIEIC OWTIRE L7, E&HOH & LTIX, schaftoside % B34 5 ik
&, schaftoside FCHE(RZ B-27 /v a v X —BIZ L DR MET schaftoside (ZFEE L THodrd 5
FEEBRFL, WTFNICBW O ERELZR T2 N TE . SFETEO/mE L L
T, B n7EF /O schaftoside D EBGHTHEICHOWT, 7T Pxr MEHOHPLCIZL S
FARFE VR (RMS) JEIZOWTHRET L, rutin ¥ LK D 7B 3E W schaftoside D E &
IINTEAT S To kbR, MR BRIEIC K D ERET —F LIRTEVEL 0D 2 L 2R T2 ENT

7.

WHIet I+

TR F AR
NE %
2N LA

AR S T
AR S T
ESRVAVSE Sk e st MRl
BETRAVIIE 75
ESRVACSE Sk Rt Sl
AL IRINER

BATER AR

A. BFZEEE

Jiv 7 EFRITH 10 AR AES N
IN# =41, [A F 2~ A(Ceratonia siliqua L.)PD
FFORFEEZMIELTHELNTZLDOTHD.
THERAMIURTHAREEZ TR H D] &
ERINDIECETH D, MHIRIZ, TEHE~RK
WBEOH KT T, DT MICFRRERICE

Wb B L, ERDGIETZIR A KT,

MAIKZ g degy 7V U MO FE IR 5
CHOERT LR TWS, AT
<~ ADMWITITI LR EEICEATED,

26

IR T =T LE L THLERX—=ZTHHH
IhTn5s.

BB AEEFICBIT 20 7 BEOMH
AR, BEFROMEROM, ERKINIED
EFRRBR D AT, SWEFHE O 72 D O FERER S
TRSN TR, RGIE7 IR/ 4 KL &
NTEBY. ZILET LC/TOF-MS 5347 K& Oy
DEWIGZFEDE, FERSE LTI IR
/ A K (apigenin) C-Fid #& {K(isoschaftoside,
schaftoside, neoschaftoside)?s B & 712 = 71,
'H-gNMR CHIEME L7 apigenin # i DX}
RESHR & fERK L C UPLC CE B9 2 #5108
wEIN TS, ?

AT, I e 7 EFEOHPLCIZHEIT 5 &
Ay 2 L, mRRBRICEH x5
AR DRREE HICHRFZERL TBY,
AR v 7 L HR O schaftoside D 7E &
SHTEIZOWT, 77 vy MEHIZEIT S
HPLC Z3#r CORRT &17 > 72.



B. WGk
B-1) BB R URRIE

v T EFERG L LT, BB L Ty
L7 7 FEERE S C22500% H o
Schaftoside 13 —fxFH(E £ 7 1 /b L FGEHEH
#l, MedChemExpress)Z H V>, rutin (X5 ERIN
WiBR VT B GAKF, BT 4 LA
FOCRBREN A2 L. oML,

W E I T mEigs s v~ h 77 7 HE vz,

B-2) & R OHIE &4

W48 HPLC iX, Shimadzu Prominence 3 A7 A
(BESUERN 24 H L=, ESEE LI FIOR
9. # 7 A :L-column ODS (2.1 LD. X 150
mm)({L W) E A e ), 1 T AR
40°C, ¥iiE : 0.3 mL/min, JIEHE : 340 nm,
BEIFE © (A) 0.1%X 8 in 7884 7K} ONB) 0.1%%
2 in 7% b= kU VTN TR T T A
T A7 8y (REARSAB inA) 1 0—30 min (0
—50%), 30—35 min (50—85%), 35—40 min
(85%), 40—50 min (85—90%), 50—355 min (90
—100%), 55—60 min (100%)].

B-3) RAEHAK DFARL

Schaftoside % 4 #2f£(1.0, 0.5, 0.1, 0.01
mg/mL) CHREMZER L7z, F£72, "0
R A2 R 5728, A% 7 —/L(MeOH),
T % /) —(EtOH), 50%MeOH, 50%EtOH,
H,O ® 5 FRE Tl L, &K aBRATRIZ DWW T
schaftoside & % #axHR EAEIZ L W B L7,
Rutin 3 /KF#IZ %35 schaftoside @ RMS fi
%, ENENOERERKR(1.0, 0.5, 0.1, 0.01
mg/mL)Z B L, &onzmfEEL HTE
NWENDOREMREZIER L, TOMEZ DN
RELT=.

C. mRERVEE
C-1) B DR

B 7 F L o schaftoside # (2D T,
INETHMLTCELERZM(T 7V Ma
S TTREMICHE L. s RIXIZN
FT?D280nm N5, schaftoside DRIV % 2
#1Z 340 nm [ZF%E L 7=, Schaftoside (I 4

27

(1.0, 0.5, 0.1, 0.01 mg/mL) Tk EHME % 1ERL L
=(X 1. F7-, SEOMEEEE RSS2
¥, MeOH, EtOH, 50%MeOH, 50%EtOH,
H0 @ 5 fE it L, &kHARIc oW T
schaftoside £ % xR BRI IC KV BT L.
ZDOFESR, W0 e b E B DS & VS $(5.0
mg/g)& 72 - 7-(MeOH, EtOH, 50%MeOH,
50%EtOH ; %= X £ #u, 2.3, 0.65, 4.8, 4.8
mg/g)(IXl 2). WEARRE, BREFIERIZ X 58 &oHT
FEZOWT, TA YT TT 4 v 7 THaxt
REMRIEIC LD EEMERE L TR, £
DL IFZIFF CRERTH - 72,

C-2) X E/NRERMS)ZFH LIS HED
kREt

Schaftoside I(ZTFAENEHMTHY, BT T
R A R CEUMER CRIER MR X 2 TR E
D5, H OHTSR Tl "TH-NMR fi# AT 23 K
R ELHY D, MOlLEWEFERER &5
*E VRE (RMS) & FIH L 720 HTiE I W\ T 7
a2 FE S5 &L L. MU
schaftoside £ 774K /A KT, B£LKINY)
B L THRENR TSN TNDH LT R
¥ (rutin 3 AKFNE WA Z EE LTz, WL
77 vxy MEHZMEC HPLC 4347 L, rutin 3
KRFWIZxI9 2% RMS fEZHI LIz & 2 A,
1.1326 T ->7-(1¥ 3). Z® RMS i % AT,
JVF U REAESLC K B v 7T schaftoside D
ERONT AT ToAE 8, 4.7 mg/g L7320, it
REBHRIEICL D ERET —#(5.0 mg/g) & 1T
VMEZRODZENTXTZ. Z0LoI, 7
TGOy NEHSEO TR CHONTAHETH
L ENRBENTZZ EnD, 5%, fhoik
BT ONWTHIEREMS & Lo 2L,
SOITA VI TT 4y 7 EHIZEIT S HPLC
I SRIEE R T 2 TETHY, RMS 2F|H
L7= v 7350 schaftoside D € &57HT D% E
=BT,
D. #&im

BMIENMM e T aERBICEAT D
schaftoside D E &/HTICET HETE LT,
H,0, 50%MeOH, 50%EtOH, MeOH, EtOH T



FnEht Lz b oA & L, HPLC
I X B iR Z LV schaftoside D E &4y
Hr&4T o 7o s, A L LTt H0 Ol
RN L <, RWT 50%MeOH, 50%EtOH
T, KOS O ENEVE A RE SR
7. F72, RMS {EIZ X 500>\ T, LT
VHEAE R A L2 F B O WTRRET L 72 R
BOfExtmEREC LA ERT— & LIFITR
VMEE R, TV MEHSHORER T
SHTARETH D Z L VRIE ST,

E. ZE3W

1) 210 fRESIRINAEE, 2024 4,

2) 5105 B B AR MR TIIGEHSEE
R, 2013 4 5 ().

3) Nerbak R., Brandt K., Kondo T.: J. Agric. Food
Chem., 48, 1703-1707 (2000).

F. W3R

1. FRFRFE

) EE< b, B, NEZ, HFSFAE,
BlEHy, EARER, KASEE : RLEINY
1 a7 B FEHITE A T % schaftoside D 1E &
ST 2 WE, AAEERE464FE S
(2026.3.36-29).

2. FmSCR R
L

G. HBMEEMED HFE. BREIRD
L

28



Schaftoside

E 3 E § E N E &

uv
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. %: B '
h " a5 350
mAU(x1,000)
,Ecafmmdeﬂm@\,ﬂm Icd 340nm.4nm
1504 HPLC
1.25+
1.00+
0.75+
0.50
0.25+
0.00- L
0.‘0 Y 5.‘0 Y ‘10‘.0‘ s ‘15‘.0 20‘.0 s ‘25‘.0 30‘.0 35‘.0 40‘.0 45‘.0 n 50‘.0 55‘.0
7' Z > MHPLC &1
Shim adzu Prom inence A7 A (BE8EFT % Z 2 : Lcolumn0DS 2.1 ID. x 150mm, 5 gm)
(e ERHGRFZCbR,) , 77 2 - 40°C, PR : 0.3 mL/m in, #&Hi: UV 340 nm,
B@EME : (A) 0.1 %¥®in H,0, (B) 0.1 %in CH,CN [REZDES M B in A) :0—-30min (0—50 %) , 30—35 min
(50—85%) , 35—40m in (85 %) , 40—50m in (85—100 %)
=N
MiE# (1.0,0.5,0.1,0.01 mg/mL)
14000000
R®=1
12000000 L
10000000
8000000
6000000 o
4000000
2000000
'.
0o &
0 02 0.4 06 0.8 1 1.2
S . = N =
% 1. Schaftoside ® HPLC 7 1~ k27T L K OV fE#R




Hu7EFE (H0 i)

80-1H0 3H20 1 018Icd 340nm.4nm |

| HPLC
6.0—2 50m g/g

48mg/g

= L_ 48mg/g

2. THHTEEED

30



0.25+

(50—85%) , 35—40m in (85 %) , 40—50m in (85—100 %)

Rutin 3/kFu#miz %+ 5Schaftoside PRM Sf& (n=3)

1

Average
%RSD

1.1106
1.1510
1.1363
1.1326

1.81

3. Rutin ® HPLC 7 v~ K~ 7 7 L M ONRMS B

31

S i on
/] U V HO. 0. O
wife| O | OH
. \ o
1 oH O WOH
Rutin o J\))\
oj ‘I"gg ’ ‘ s HSCKOJ/O H OH
- g a, OH
HO” Y OH
& i s N OH
o 325 350
Rutin TmgmL 3 01 1.lcd 340nm.4nm
o] HPLC
0.75+
0.50
D‘O Y ‘5‘0 Y ‘10‘0‘ s ‘15‘0‘ 200‘ 25‘0 30‘0‘ s 35‘0 40‘0 45‘0‘ 50‘0 55.0 ‘mm‘
77 Vx> MHPLC 4:4F
Shim adzu Prom inence > A7 & (JSEERERFT A Z 4 : Lcoumn0DS 2.1 ID. x 150mm ,5 um)
(LM SErERE) |, 5 2R - 40°C, FiE : 0.3mL/min, #H UV 340 nm,
BEIA : (A) 0.1 %¥fkin H,0, (B) 0.1 %in CH,CN [REXE SN B in A) :0—30min (0—50 %) , 30—35 min



iR SR ERL AT TR A B (R R PSR )
BEAFISIND O VB HEIR TG 3 2 3 HTIEBRFE D 72 9D D5
(23KA1012)
DR7TRE BRFEHEE
BEAFISIND D RS AEL R B 9~ DA 58
~ LRI D FEAESE E D 1= D "H-qQNMR Z V=R & B~

sty

KEPIN SRR PR 2%

MREE HSERBRIEDHESL S TO R WEBEFIRINIZ X LT, 'TH-gNMR {E(E & 'H-NMR
E)SiRERE L U CHEA FRETh 2 2 ATBEMEZ Mt L7 B¢, MO ATEEER B 2 6 DI
LT, EBICEMATHAORIESREOMSL, H5WIEEn a2 G Lz B2 E B EOR
AEHE LT TR o7z, A 7 FE LRI &k E [HERHIEY ] OBk RERE~
OJEM O REME R LTz, BEERI D T2 ) 7 2 —F A L] O linalol DE &% =
V7oA, BRAOETOMERFOEREEIETITo. £, [FEEHHY ) |k
DB TEa ) —— KA A L) OS> & LT butylphthalide 28R L, k72
HeuVE 7, FHGHOER) Y —RFANVEIFETEDERHRD 'H-gNMR 15 TOEREZ R

L7z,

A. HFEEBY

'H-gNMR J£1%, SI b L—4 7 /L 72238 A v
WV & WEREEHE - L CNMR A7 R LD
ET D LT, MERGY 7L Ot E =
INTEDLIETHDH. JEGULEM OIERES D
F1EDS HPLC {572 EORERIETIINATH
HOIZTNWLT, ENH 72 < T hifik E &
DHRETH L Z &b, FEEMLNFIZAD I
SWRIRM O ERIZAFEZEETH D . T
bbb, AEWE D 'H-NMR A2 hjLZ
BWTY 7 VST U CE S b &4
S ZRETE IR, B ORI Z V5
BETF I O B BIC B W CIEF A
WEERTEREERD L. EhwZ, BEF
WY [FEERHh ) OB O BIAS BRI
L LT, EE NMR ('H-QNMR)ER Y H 5
VT FTREZ2 & OB 2 DO 21T -
TWh. o 7 FES 5] & & BAFRINY
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(FERHE ISR L, TR Y )
DR ERIE~ O ] O "R & it L7z,
(FpkHhtE o—oThs (a7 F
—& A V] F O linalol (Fig. YD EEZ, 2V
T o Z =T, RO OMRPOEE
PR CiTo72. £72, A CL TFEEHhH Y
D—2>Thsd tr ) — K41 V] OFRE
fi%4y & LT butylphthalide (Fig. 2)Z 3R L, J&
BteZen a1, FhEmH Ol —R A
AVEPFET, 'TH-QNMR {EZ W TEDOEE
ROERERFT L.

B. WrREFE

B-1) PR UK

'H-gNMR #IZERFONEEHEDE & L TH
V% 1,4-bis(trimethylsilyl)benzene-d4s (BTMSB-
di, Fig. HITE L7 4 LV LFHEHED Trace
Sure®BHE D b D % V2. NMR & I
@ acetone-de | Cambridge Isotope Lablatories



Inc.® 99.9 atom %D % M\ 7=. Linalol &
butylphthalide (% &5 & & F A LD B A
OREEH W=, 2 V7 X —F A V(B
K5 C2300) vl ¥— A A NVOEEE S
C2304)1F 2023 4= 8 HIZ[ELEH L& LA
WgERT LV 5220 b D iz, 2l
TroA—fEFIEEHE LTHRkISNTWD
WL 2fAE, e VEFITEr VR E L
TRZEECHRENTWD b 2 flil /]
ELTHRESNTWDE LD 2Fi%A, Ea U —
= RAANDE D 1 FEOREHIFEM N
ELTHiRENATHND D%, ENE412025
T4 AICEEAL, A,

B-2) EES

FEEICIT S ERMERTOEEE - XE
AUWI20D % H 7o, 3Bt O M RIIZ T KRB
7 XAV WB-1, iEERER OB A~y X
—!X Eppendorf Multipett E3x, B &L 1%
A PErgs Sharp UT-105S, 1= IE#REIX
Lg% AS One Mini Centrifuge % % 11 U]
V2. NMR 23 HARTEF INM-ECZL600
ZfH L7=. HPLC %, "> 7 & LT JASCO
PU-4180, 717 L4 —7/|Z Shimadzu CTO-
20AC, BRI T 4 MEAF— KT LA
%% JASCOMD-4010 # iz, AT T
7 4 )L % —{% Cosmonice Filter W 0.45 um @13
mm % FH N7z,

B-3) ' H-qNMREZFHWea U 7 F—F A
NEOa YT o Z—FEFH O linalol DEE
%9, linalol ® 'H-gNMR A% /Lo FEfiii
DM E, e O 'TH-gNMR k12X %
linalol DEREZETTH Z L2 L7z, 7=, HPLC
ERWEEEE ORI HIT) Z &I L.
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B-3-a) "H-gNMR ¥EIZ V5 3B o FA R

BTMSB-d4 |37 7 — % — I CIRAE IR S
B2 b D% W K 10 mg Z 4R L 20.00
mL @ acetone-ds |Z TA7> L TN R HEYRIR &
L.

Linalol f2¥#Efh & 2 U 7 o 2 —A A Vi, 1
10 mg % k5 L C 5.00 mL O PN BRI HERIK IC
Wi LTz, Z O 0.600 mL % NMR &k}
BT L gNMR OHIEICHE L7,

RO =2 ) 7 o —FF I3 R L THY
7o BRI LT T R OB R &2 A L7230k
X, % 100 mg ZAFFE L T PHELAR M A IR
(1.00 mL)IZH&E L, #EE T 30 /it 217
W, EHIEL, EOREEA LT T T 4R
—Z MW TEE L, 8’5 0.600 mL %
NMR #EEIZ &V, 'TH-QNMR OHIEIZfHL L
7z

B-3-b) 'H-qNMR A2 FVOHE|E
K2 B FHEL L 72 E B "TH-NMR %
HE L, linalol (Fig. )D2HALDF LT 4 T
o RTINS 5,66 ppm IZELILD Z L&
e L7-(Fig. 4). 'H-gqNMR A7 kLD
TESAEIT Table 11277 U724 CRIE L7z
FHEEFGTISEE Lz, HIEIC > THLR
72 AT "UhsE, linalol D 2 i e ko
7 F e 0.00 ppm & L7z BTMSB-ds D A
FUETa bV IO EE gL
TRAUTHE - T linalol DIEJE ZFH LT,

C1:(Il/IB)XCB

72721, Cs, ClIZENZEI BTMSB-ds KT
linalol ®<E/VIEE (mol/mL), Ip, IR ITZNZE
AU BTMSB-ds &% O linalol ®/KFE 1 7=V
DY 7 F VIS,



B-3-c) HPLC W= a U7 ¥ —F A v
EQRa 7o #—fEFHD linalol DEE

HPLC % YMC-Triart C18 s-5 250 mm x 4.6
mm i.d. OB 7 A%\, 40°CT MeCN :
0.1% YU “Mi%-H,0=55:45, {EAE 10puL, i
# 1.0 mL/min T, 210 nm (2317 HW08
FETHRIET 5 L0 R CRIEEIT 72,
(Fig. 5 a)

'H-gNMR % C/E & L 7= linalol #ZYE 5 DO¥E
i NE S L N Ok -1 A R D
BiRa B L7, (Fig. 6) REHAM & LT,
'H-QNMR 2227 kL ORI ER A HPLC @
JEBAVSHET 10 fFICAIR L 7oz Fvniz. 3R
FHRIRD 7 v~ N 7'F 5O linalol O E—7
A & R EAROBRD D, 3B O linalol &
Em L7z, (Fig.5)

B-4)'H-qNMREZHWetkn U o — R4 A
WO e U FET-H O butylphthride D EE
e )= A ML GENDT &
L limonen 23 3CHR VIR EN TV 5D, L
MLRRNLFEEEHIEmOEr Y v— R4
A (LLF, C2304) @ 'H-NMR A-X7 kL
T, B2 7T Eofbaic sk
FTOEDTICTFMESTHZ EDNRETH
o7z, C2304 O TLC B L& 24, [t
BT - &0 & Lz UV INERFO AR v
ERRBNTZZ D, ZTOARY FERT
ICEMORBERET 2 & ZANLET L.

B-4-2) C2304 FD{bA4 D HBEFE

C2304 (9 100 mg)& > ) B AL H T Ko o
~ 8277 7 ¢ — (n-hexane-ethylacetate =4 : 1)
C4y#f L7-. n-Hexane-ethylacetate=4:1 T/
P L7 TLC T Re=0.4 f13LIC UV RIS L &
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TSy 2 423D TR MEHZE L7z, 73 B 4721k
BMDOFEFENMR A7 hLEHIE L2 Z
% butylphthlide & #fi& &4, iR IED
butylphthlide & % 'H-NMR A2 hL73—#
L7722 &EnD, ZO/bE Y% butylphthlide &
[AE& L7=. (Fig.7) %7z, butylphthlide ® 'H-
NMR A~X7 kL (CDCly /1) & C2304 D%
nNxEig Lzt 25, 7.3~7.9ppm T
HY T TSI L TR SND Z b,
Z @ butylphthlide Z fRAE /312 T & % FIHEM:
DRSNTz. £ ZAT, 'H.qNMR ORIED
BRIZ CDCL & W5 & IO B EA K & W
7o OIZ BB O HIRFIZE R L C Lg%
155 LWV BENR Y LT 72 %, £ 2T,
VI % acetone-ds & L C C2304 @ 'H-NMR A
N7 MVERIE LTz & Z A, butylphthlide ™
FHEB T v N 4 FEEIL 7.3~7.6 ppm IZE
NENMSL L= 7 e LTSN,
'H-gNMR £ TOE &N AIHE &l S 7.
(Fig. 8 a,b)

B-4-b) 'H-qNMR EIZ VW 2306t DOFR R

BTMSB-ds 1£7 ¥ 7 — & —H CIRE TG S
b OEHWE. K 10 mg 2L T
20.00 mL @ acetone-ds |Z 7> L CTINEBIZHE
IR LTz,

Butylphthlide #X3&I%, #J 10mg ZK5FFE L T
5.00mL O PHEFEEERICEN LT, ZO%
# 0.600 mL % NMR #EH#FIC & v 'H-
qNMR OHEIZHE L7z,

C2304 EFHESHDOER Y v — KA AL

(BLF, BHESAA L) 135 20 mg 2 FEFF L
TN LT 2.00mL & L, &
DOYAER 0.600mL %2 NMR EHEIC & Y H-
qNMR ORIEICHE L7~ T U 3R
LCT v — 2T SE7-06, £ 100



mg ZAEE L CNEMEMESS IR (1.00 mL)IZ 8%
WL, EEET 30 o a1t mikL, £
DEFEEALT T T 4V E—EHWTHE
WL, JEKA,»S 0.600 mL 2 NMR #EHEIC
&V, 'H-gNMR OHIEIZHE L 7.

B-4-c) 'H-qNMR 222 FLOHEIE

Butylphthlide 743 & C2304 & o U f1K
OIHIK D 'H-gNMR #HIE L& = A, ¥
FEAKFE DY 7))V (4-H: 7.42 ppm, 5-H: 7.52
ppm, 6-H:7.35ppm, 7-H:7.58 ppm) 73HSZ
L CHEM &=, (Fig. 8) M fE i,
butylphthlide 33 & & = U F& R oHhHiK D
AR M TIEED Y 7T HIFIER CfE
Zon L7278, C2304 Cld 7.35 ppm D7)
NITFDOUTFNADKI13fEE 72> TEY, it
DT FNEOERY BHEE SN, —7,
FHESL A A VRELD "TH-gNMR ZIE L 7-.
& ZA,5-H L T-HFDOL 7T & A —n
—Z v LT\, 4-H & 6-H [T L=
7V TIRER CEORE 3 2 7= L1273,
DIREEITIBNT s 137 RETIHEFITEL,
ERIIRETH D LYl snsz. DL Ea2BR
L, BOENIRY 7 <, HOIEXHHEN—
Be/NE Do o —FRBESHAIO 7-H (7.58 ppm)
TN ERMWTERT HZ LI L.

'H-gNMR A7 k)L ORIESAF1E Table 1
R L7250 CHIIE LT, AR 8 (A &
L7z MIEIZ X o TR LN AT D,
butylphthlide @ 7 iz 7 F /L L 0.00 ppm
& L7 BIMSB-ds D AF VT m ko
o miEE bk L Tk T
butylphthlide DJEFEZ B H L 7.

-~
—

CP:(IP/IB)XCB
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721ZL, Cs, CrlEZLH BTMSB-dy KT
butylphthlide ® & /LIEJE (mol/mL), Iy, Ip IX%
N2 ¥ BTMSB-ds }2 0" butylphthlide D 7K55 1
EIH7=0 O 7 F V.

B-4-d) HPLC ZH\Wiktuel —F4FA4 v
Oz v U #FH O butylphthlide DEE:

HPLC % YMC-Triart C18 s-5 250 mm x 4.6
mm i.d. OB 7 A%\, 40°CT MeCN :
0.1%Y »E-H,O=0min50:50 — 30min70:
30, {EAR 10 pL, ¥ 1.0 mL/min T,
274 nm (ZBT LWL THET 2 & v 55k
T CHIEZIT>7=. (Fig.9)

'H-gNMR % CE&: L 7= butylphthlide FE%E
v D VSR 72 1 LB P A R L 72 9 A A R &
L CHEREZIER L. (Fig.10) Trl v—
R4 A L OFEHATRIE, 'H-gNMR A7 K
NVOBELRR 7 HPLC ORI T 5 512
A, & U OFEHEIR CTIEFRERIC LT
10 fFIZAR LIz D2V, ZhEho
ARENRIR D 7 v~ |~ 7 Z LD butylphthlide D
E—/7omBELEmEROBRNDL
butylphthlide D& &% k& 7=. (Fig.9)

C. MRRUEBZE
C-1) aYT7 U F—FANKRRI YT F—
FEFH D linalol DEE

'H-gNMR % H N CTHIE L 72 33 o linalol
DEARIT 8947%1E~7-. £la )74
— A NFOEHFEIL 69.33%, FETHO2
AEHZ 015 & 0.17%TdH > 7=. (Table 2)
HPLC TOHIERF T R O£ fE 23 8L
SN, WTNORETH 'H-qQNMR D A
7 MIVIZBWT 2-H O 7 F IV HSE LT
i B (AL S AL, B HL D o U R
Hol=Z &b, "H-gNMR {£(2X % linalol



DEENa VT U —FA NI Ea )T
A —BEEELE O EE AR TH D alhE
PERRE T,

C2)Emr ) —FRFFANVEOEr UETH
? butylphthlide D E &

'H-gNMR J£(235 T, butylphthlide @ 7-H
DT FNOFEEE O TEREOEH
FERFEH U, EROEZHERIL 89.86%7
>, v U — KA A/ (C230)F DEH
RUL 2.14%, o 4REO 5 5, #HiEH
1% 024 & 0.10%, EHHOLDIX 050 &
0.38% Cd—>7=. (Table3) I HDART |k
Th s/ 13100 BREELL EMESR S, B
A7y 7 NVRE DR E 7. HPLC T
OPEFEFT b [FER O A 2B S 7.
FHESL A A LB CIE, butylphthlide ¢ 4-H
F£721% 6H O 7 FNAOfESEZE W TE
BT 5 ELRABETIE R o720, SO
FETIE a7 s 3o o7 7,
Table 3 (21X 6-H O 7L BAICHEH L
TaARETH L. HPLC 25RO 7-EH
R b/l Te o7z,

Eo X oz, "HqQNMR ¥ 12 & %
butylphthlide DE&N B2 U > — KA A L7
Etn ) EBEERLOMEERIZERT
bOHAREMEDN RSN, —0, GEFEN 1%
285 X0 IR E RO A A L (RIK) R
TOEEIINETHLZ L bbhroTz

D. &
D-1)'H-qQNMREZ 2 Y 7 o ¥ —F A VR
2 Y7 F—FETFF D linalol DEE
FERHIEm 2 ) 7 oA —F A L BT LD
a7 oy —friko® it o
linalol D& A%, 'H-QNMR EE2FIH L, &
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& L T acetone-ds, linalol @ 2-H OF& 57
EHWCEERTEDLZ Lo L.

D-2) 'H-qNMREZ A Wekw U o — R4 A
WO e U FET-H O butylphthlide D EE
FEpHhtEr ) o — RAA LV EIT LD
L L7zt rm U FE7HREL H o butylphthlide
DEFFE, 'H-gQNMR EE2FIH L, R
L T acetone-ds, butylphthlide @ 7-H D47
EEHAWTERTE L L& L.

E. HtFERER

1. FRXFER

1) Bacanak H , Dogan Z, Akkol E K, Nagatsu A,
Saracoglu I, Bioactive Metabolites from
Aerial Parts of Plantago indica L.: Structural
Elucidation and Integrated In Vitro/In Vivo

and

Wound-Healing Efficacy, Plants, 15(1), 141

(2026).

Assessment of  Anti-Inflammatory

2. FERRE

2-1. E=

1) A BA, BIRESE, s, ik
HE=, F[ES 4R, AZAER, KEHA E
# NMR (‘H-qNMR) % W2 AF = F
K OV =Z Z £ O vanillin, ethylvanillin
K O p-hydroxybenzaldehyde O & &, H A
BiEFFERE 31 FRE - Fifks
(2025.6) .

WO, JKEEHA, THlkRE=, BTEs
W, AR R NMR EE W75
w7y /= A )LD B -Caryophyllene
DE R HAREKFERE 71 BE =
(2025.9).

A BA, HEHE=, FIEHS, FZARE

2)

3)



R, AKEEBI © E B NMR ('H-gNMR)%
WA T —F AN KA T o Z—F L BEIR
THD linalool DJE R, HARFEF S 146 1) Zorga J, Kunicka-Styczynska A, Gruska R,

2 (2026.3). Smigielski K, Ultrasound-Assisted

Hydrodistillation of Essential Oil from Celery

2-2. SBHEE Seeds (Apium graveolens L.) and Its

L Biological and Aroma Profiles, Molecules, 25,
5322 (2020)

H. A EDOHE - B&ERIL(TEZSTr)
L
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HsC OH

H
2

CH,

HsC CHjs

Fig. 1 Linalol O
27 v b 'TH-QNMR IEZEH T B0 ELZHE L7 ko

CHj3

Fig.2  Butylphthlide D& &
THRED 7 1 kA T H-gNMR JEICB W CREMEZHIE L7z 71 b,
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D D
HSC\ Q /CH3
HsC Si SiZCHg
HaC CHg
D D

Fig.3 EE&MHORGHAEEYE (BTMSB-d.)
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(a)
1l
J\)MU
£ i
oo m sicl,UJL o e iﬂLM_EF“—Q }
()
M
Tux {
ﬁ.o"'m A:'})M 40 o EJML”A;;/ ‘ 1'.%}
tJ\k | J o
5 e 3
K= e

Flg 4 Linalol %I %) E%ﬁ%‘\bﬂ%@ a U 77 V2 &——j— 4’ § (b) }: Fﬁ,ﬁﬁﬂ U 7 Y ﬂ‘b—‘fé% A (C)’ B
R D> 7Faps2fio7a kv i,
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(a) w000
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500000 —|
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Fig. 5 Linalol i3, BEERINMPIOa ) T v X —F 4L )iz ) 7 v X —Ff 1 A(c), B(d)D
BHAElOHPLC 27 u~ s 7T 7T L
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Linalool# & #

1200000
1000000 Y= 1,085.306 X
R’ - l.,o""
800000
600000
.’....
400000
200000 e
.-
..'
0
0.00 0.20 0.40 0.60 0.80 1.00

Fig.6  HPLC IZ31F % Linalol D&}
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(a)

T Y U Y W W Y WY, w LAJ___‘____..__LA, JJL_
)
l ‘\‘l lh . ,. o l SR W | }v\,\L.M k.ll .
8.0 7o 6.0 s0 a0 30 T2 "l 0
(©
L. N . A_k/L ( -
8.0 70 6.0 5.0 alo 30 2’0 1.0 o

Fig. 8 BHFRMPIER ) > — FA AL (2, HEESHLAYI(D) , Butylphthlide iX3E
(c), D 'H-gNMR A% kL (in CDCls, 600 MHz)
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fix
Jm ) I L
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ﬁm&wﬂjbﬁ le
. t A — VST, 6| W — ey ‘ __J'L
) ’\«2y
J“ HhiK | L

4.0 3.0

I%k mb

. : LM“ WL

Fig. 8 Butylphthlide {32 (a), ANt 0 ) & —FA A0 (b) , FEEHE = VTR
(c), Bftw VHETHE 1), FHEAHAEe ) v —FA+ A0 (e)o&idklo 'H-
gNMR A~ 7 kb (in acetone-ds, 600 MHz)

IR FHEEDO 70 b vy 7 F o,

.
MMMWM JML

alo 30
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340000 H 3 F——— 061> kisyakuz 005 - CHZ
300000 —
200000 —|
=
Z
100000 —
1 J@ﬂ A
v
o x x
0.0 5.0 10.0 15 Jo—— buphthalide 003 - GHY. O 25.0 30.0
Retention Time [minl
500!
nnnnnn B
z
g
2
oooooo B
4 ‘
/\ 7
o v . AN 5
ir T —
0.0 2.0 4.0 10.0 12.0 14.0 18.0 20.0
Retention Fime [min]
1500000 ~ E——— os27 01 co1 -chz
1000000 —
=
2
oooooo -
4 7 I
o S v/ \ B o
ata ra 2
1600000 47 5 =-© ro-e Retention TFime [mini =e-e E—25%520 01 ooz - T?P
1500000 —
1000000 —
=
2
oooooo —
] lﬂ
. S = ® o w/ \¥L -2
- o == P S =

120000 P-O 5.0 10.0 retentioldSE =005 7 20-© 25.0 30.0

100000 -

ntensty V]
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(), BHEw VHETHE ), FEAHEE ) o=+ A0 (e)D&iFlD HPLC
7= A N
RENOAFEFHER 13.3 29 A1E DO — 273 butylphthlide DE—72
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Butylphthlide & ##
1200000
y =5,167,992.204 x
1000000 R*=0.999
800000
600000

400000

200000

0 0.05 0.1 0.15 0.2 0.25

Fig. 10 ~ HPLC IC 3 1J % Butylphthlide D &)
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Table 1 '"H-gNMR A2 ML DHIE G4k

oyt H A% 7 ECZL600
LI A —5 ~ 15 ppm
T —2RA L NK 32000
TV T T LTI 90°
7V ALF B IR 60 b
FEE K 8 [\l
A 7L
Ta—7 R 25°C
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Table 2 'H-gNMR } (0N HPLC % FHV N CHIZE L 7= linalol O &H 3

HHER(%)
| 'H-qQNMR HPLC
linalool FA %K 89.47 +1.45
a2 Y7 U HE—F AL (C2300) 69.33  £0.29 68.45 +2.78
iR = U 7 > % —FE{(CoS-H) 0.17 +0.01 0.14 +0.01
ik = U 7 > # —F&F(CoS-Sb) 0.15 +0.00 0.14 +0.01
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Table 3 'H-gNMR & OY HPLC % H\ > CHIZE L 7= butylphthalide O & 3

GHHE(%)
| 'H-QNMR HPLC
Butylphthalide 73 89.86 +0.63
el y—RAAr (BAFaRN) (C2304) 2.14 +0.03 228 +0.01
T UfEF (HEEH) (CeSP-25T) 0.24 +0.01 0.25 +0.01
tr UfEF (FEEH) (CeSP-25Sa) 0.10 +0.00 0.11 0.00
tr U (&) (CeSF-25Sb) 0.50 +0.01 0.51 +0.00
tr UM (&) (CeSF-25G) 0.38 +0.02 0.39 +0.01
trly— RRFA L FEhLdh) (C02504) (0.28 +0.06) (036  +0.02)
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B LA B YER P SR B A B A (R S L BB P ST E)
BEAEIRIN) O VBRI & T 2 0 HTEBI S 0 72 9 D5
(23KA1012)

BRTHERE BRI E &
BEATUING) D R A3 HELRZ BE 5 2 AfF 4t
BETF IR A © LV U J- 38 O & i Al O SEuE R
e HE 2 Bib— SImERTFIETEN BRI b eistE Bz

MAEEE ALY FEHEE, FBIRELTINMAEZEIZB W TAE VY T (drthrospira
platensis (Spirulina platensis)) DOEFENOHFOLNTZ, 74 AT =02 ERTETHHDE
ERINTWD. 74 37 = 3FEORCHEZSTHICAT L2 "7 HT, RHA
F L LTHO BN, Z2DOFRLIEECHRGEEH N A—/"—7 — F& L THIEHAEH
SINTEL, 5%, ZEMHEROTZD, LVEGREIBEZREL TWMERDD.
INEEIIHERABR E LT, EETRENED LN TS, HEFEEOMIRICEBNT, Ek
Thd74avT=VIZERL, 20RO OMEZBERTHIEIC Lo THIT L7, ARIH
BB LY, AV FRFBTRIFRE—7 28D —FHT, TOMEGEZ I LT-%
B 74avT e T2 Dak R 50 R E Y | ERRERE £ TITIEEDL AR
molo. AELZOWIETIE, ZOBEOPNERMRHIFEAE LT b DD, B 7V EEROKE
MDA 2 BT, MY 7Y bz Lo b2l ATz, B onzilEHIRKk 7 o~

RY Bz LBTEL.

NTT T 4 —-m O RREEEOITIEETHEL, 742 T U URR Y =T v ARk

A, WFEEH

ALY J 83 (Spirulina color) 1%, % 10 ik
BEINIAEE (LI, AEE) 12BN T IR
inld, A €LV F (Arthrospira platensis (Spirulina
platensis)) DEENOLHELNTZ, 7423V T =
> (PYC) #FEHDETHHDTHD. TFA
MY URITHASEE G ENDD. ) EEE
nTnd . PYCIXHADREAMHZ S FNICH
o5 R0 E (4rF&30kDa) T, AT
53 F & 600 Da FREEDIRSF7 4 27 /Y
> (PCB) Th 5>, AV FaRITRMMAaHE
& LTHWON DM, T4, PYC 23H{BIE,
MRRREEH S D ITIEmMPAIERZAET 5 2
ERHE N, AV FEEEEHET L
A A—/N—T7 — R L THEENICER X

50

NTW5. AEEICITA LY FAFEOHRR
Bl LC, EMRBRIEICHBENEETS. —F
T, TOEA EHMIIZEAMBECEE->TEY,
XU 7 B ERHIEN RO Hivd.

Z ZCAME T, BN - BRSO ATHE /B
fbFHamchrmERikrn~ N 7o 7 40—
(HPLC) 1K ALY FEFZDORIEED
PR Z B L7z, &M - TROXSME L LT
X, ALY FEBFEOERSTTHD PYC &L
2. S 6 FEORFHIBNT, 4 (AL
VFH@aF2fE, 7FF v FRBRLONNT T T A
—@BHRA(Fa v~ AaFE) OnREEHREICH
LT, 72/ 1FREL L E CREEMILETT
) REEREI L. 37205, PCBAEAM Cys
LUV E TRERTH(E ATV, £DOE— 27 ORI
WREOEEEGELZFILZ. TORE, 2L
U aER 1 EICBO THREERE 620 nm
(PYC DORRAR LI EIE) TR S D



v — 7 B S, RRICORFRR 6 T ic &
R Y — 7 B, ZORSOLDT A Y b
vy 7 72 m/z 1 7062921 [M+H ] TH Y, PCB T
THIEN D m/iz708.3066 LV HK 2Da/h &< H
HE77=. PCBIZYE ket~ Lo 28T,
RafiRFENETINTELONRDZ LD E S
TEY, EFROREENG B CE AT
T ATREMEAS RIS Xd, 2 OHBIBTT e
ol T TAHFEEORFHE LTIE, PYCEAR
RIKNZOWT, BFREETTRY 7o ol
ZAT VN, LC-PY H AR R AT e [ AL & & 4y AT 51
(QTofMS) ZFHWTR_RTF Ry —7r o Afifhfy
ZIME L2, PYC OFRSIERE RS LAY,
PCB i & i DECHINZ DU TR BT L 7=,

B. MG
B-1) BB R URRZE

AN FEAFIITHGLVBALLZLD
Z Rz,

7% k= kU JL(HPLC H), A% /—/L(HPLC
), FEELC/MS A, £99%), KV 74k
FE(TFA, LC/MS H), JR3EGRIERRR) & OVE R %
7 =T AGEREEERR), Tris HCIGREEFRRR) I
L7 AV AT RO L o AW ¥
F A AL A b= DTT, RERFR) LT — K
7 87X RIAA, RERH)X T T4 7 7 X
O L DE RN, U T RITIE S —
NV » UHLTCH % MonoSpin Trypsin Z £ L,
GL Sciences 172> A L7=. {ELZ OFHEIZIX
[F+#L#4 7> MonoSpin C18 Z M\ 7. ABFIEIZH
W72 KX, 4T Milli-Q EQ7000 system
(Merck fHHO)IZ TR L2 0 & iz,

B-2) HiE
BRI . A 7 —H METTLER ML303/52
w0y EER © H S TREAES Himac CF15RN
HPLC % & -
Waters 1 ACQUITY UPLC H-Class plus
7R > . Quaternary Solvent Manager
A — h %77 — : Sample Manager FTN-H

51

74 NEA A — R7 LA fiiEE : PDA ek

Detector
QTof/MS £ & -

Waters 15 Xevo G2 XS

AF M vy ha AT L—A F Ak
ROT 4 TE—R

HEE— K : MSEE— K

B-3) B ML

LA T L I O B R DO FR L
RIRRIR 1 2 50 mmol/L E/RFET =17 I-
2 mol/L JR FBVRIR & i L v iREl L 7=,

DTT &K : IfRRIR 1 2T DTT @ 50
mmol/L &R % i L 7-.
IAA VAR : IR
mmol/L &R % R L 7-.
BILI T L X AL R FERERIR (RiET) 1
mg/mL @ PYC &% (50 mmol/L EREET > E =
7 -2 mol/L JRIFT TEHME) 2 FHE L, 400 uL
Akl L7,

BT T L AL SRR (ZEI0) : 4 mg/mL
D PYC AR (FAFRERIR 1 I CHsfiR) 2 FRfi L,
100 uL 20 E L7=. & ZIZ DTT &K 25 pL %
Mz, 37°CT 30 WG S, ZDH#%,
IAAFRIE D 75 uL 22 C, #YE T T 37°C, 30
SRS 7. 5Bk % 50 mmol/L @
HRBET o E=0 LRETHRL, 2ExiH b
Wk L7z,

= AL

MonoSpin Trypsin {ZC FREdD 7' 1 k 23—/L|T
eI

ATl : 50 mmol/L DEESREE T o & =7 A
% 500 uL & @ik (2000 X g, 1 43fH)

b e — R 1 2000X g, 1 43

B 2 37°CC 60 4y

TaH © 50 mmol/L DEREET »E =7 LRI
500 uL (V> 7VERIR) A @ik (2000 X g, 157
i)

MonoSpin C18 (Z T it

it e S

Sl 7 b=k UL 200 uL % O 0.1%TFA

1 ZH\WT TAA @ 50



200 pL Z3@ig (4% 2300 X g, 1 53]

fREF © U2 T VIR 200 pL 12 0.1%TFA % 600
uLRML CaEE =T v — (2300Xg, 247
i)

etk 0.1%TFA @ 200 uL %18 (2300X g, 3
531D

A - 60% 7 & b= b U LIRIED 200 uL % i#
e (2300X g, 2 4y f)
WHIRZBETZE L, 5% 7% b=V LRk
® 100 uL TR L, WES T vE L.

B-4) HPLC ZrBESHT

MR O % G TR IZ K 0 EME L, 400
ug/mL £ T7 & b= b U LK (1090, V/V)
ICCTHAR L7, BEVMEIZIE, AW : 0.1 vol% ¥R
RVEUR/BIE < 0.1 vol% X7 & b=k U L %&fl
AL, UTFIORT 77V FEMIZT, 185
TR EAT T2,

717 I ¢ Accura Triart Bio C18(2.1x100 mm, 1.9
pum, YMC #1:5Y)

717 KR - 40°C

iE ;0.4 mL/min

=TT 7 L AL O W EE IS AR D FR RO
77 Y= M&EMH B% (min) @ 10(0)-10(0.5)-
80(15)-98(15.1)-98(16)-10(16.1)-10(18.5)
KEENTRED 7' 2= h M B% (min) : 5(0)-
5(0.5)-40(45)-98(45.1)-98(46.5)-5(46.6)-5(50)
M & : 620 nm

HEAE :5SuL

C. BRRUEBZE
C-1) MU 7T U E bl A D LC-MS f#tr
2N FEEETHEE A ZHNT, BRI
LTI 2 Mat 21T >7-. PCB I AT A
(Cys)IZHEA LIZIRRET PYC HIZfREFS TV
HEMBNTWD (X1). 212, Arthrospira
platensis HRDO PYCIZRHT 57 X/ WBhds & 7R
L7z (UniProt & ¥ f%). PYC DT X / fEfLY
OFIZIL, PCBIEAEAME Cys N a8 T 1, B
HC2EFET DI ENDND. THHNRVA
VT 4 REERZEER L TS A[EEMENE 2 D

52

NT=728, BITHIT L ALD VBN & it
HHMTEOREAL L. MR, Sohiz
HPLC-UV XN —H VA A a~ T T A
%X 3-() e NI RT. F 72, K 3-(e)l Tt
SNT=ATTF RETAIZBE LT, ZfaxtA 4
FREE DOFABE 2B T T L LD T E L
Wi, Wik ThbRkE< 7~ T A
DINF—NIEDS>TELT, A4 DA%
VERFEIL R*™=0.97 TIZIFMBI L Tz, F£77,
RIHED PYC 1ZZ DEHNIEIZE— 7 2580
eholo. UL EORERNG, #Etm 7 L Xk
DA EITH LN RICRE B L KT I 720
LEZ N, 1o T, YU IVERORE A
BT 52 2R L, RO & SEhE L=,
¥ 4-(a) L NI, PREFFZ IS B2 RIZT
LC-PDA KT LC-QTof/MS Z3#t & 47 - 1=t e %
AT BHHIEE 620 nm (2B TEA IR 25 4
KON 30 S EAIE oD X —7 R, i
ENRIET DALEICMS 7~ b7 T A EOE
— 7 &R L. ZhoEEAS 4 ot s o
< 87T D KMS AT L% K] 5-(a) f UY(b)
(TR 25 YR DA A AEMAHDE ) T A
Y NE w7 m/z T 935.4476 \ZRH iz, 30 43
DDA A EMHH I DOE ) T A Y hE v Y
m/z T 1250.6126 |2 H S e, W hud A 4
Y 3MliE TOA AU NBAHICHRE S, £
nehov—rs%5arR)a—varl,
MS/MS fif#T 24T - T ik 2 X4 6-(a) e N(b)ITR
T, INHOXRTF NIZiE, £ELT ms
5872851 D7 7 7 A A FTUBRRO I,
X PCBIZHRKT D777 A " A D m/z
YT EEZLNT. T2 JBESIO bly
B AT S TR R A X 7-(a) L ONb)IZ R T,

UL EDFER NG, WEEEORGFTE X bl
Db Fr b UL Y g, dRERE A S e
BT AR X A RTALBEIZ B VW TAELL
T-AREMENE 2 bz, — T, AEERRL
ToiEf7e b Y 7 kI X D HTE T, BEER
IZZ <HRWEANLEIC PCB & LTHRE SN
HZEDBHBMNE ST,



T
AT, TIROAENLY FERRBICEHEEN
HEFS T ENPYC TH Y, ZORAHM
PCB OfiEa L > TWAZ L A MERTLHEY
ThRY TV AHIC L BT 2 EfE LT=. £ D
FERL, LCOoHTicBWCidm g E 620 nm T2
AROFFEH) 70 & — 27 3MBIEE S 41, ESI -positive E
— RC m/z935.4476 }o (X m/z1250.6126 DA
Tz, BOMDOT T T A M A% mi
587.2851 £ L CRD L, T PCB O R
EPL LA & o7 LLEnD, FEFEEED
b R VLY U ICHEET S EE
2 ONDHE =71, WML S TRl &2 N
7 WAL SR X DRI B W T A U7 T HE
MREZ L. LENS, 2 b ol
L4252 LT, ALY FOEEESARTLICE
T HEEREE SRR E ZE X LS.

— 5T, AT OMUEITEKIRE L CTRRERT D0
BRH 5.

D.

OPYC 134 S o X B THh BT, FOFE
SRR DFEIZ X - Tik PCB fE&fEE L DT
J BRECHIN B D ATREMEN B D . BUIRD & — 47
v MNEETIE, ZHODEITKHST D Z &R H
PN

@R AN FEFRINIE, ¥ I VEE
IEUH & LTIC S 2D a2 Et. Zhb
RN L TWAHIREET, PYC HRE A % Bk i
WICHIECE DA TH 5.

PLEZMGET 2 BT, Om/z 587 ZikhlA 4
veElLleTu I M A UVAF Y ITL DA
7 ) —= U TRENTEDORFE, @O AE LY
T E A B~ O TS K O RIS )
To AT AL BR S i Al & 5 & fe & S0 L T <
TETHD.

E. ZZ3ER
1) BRI EE, BAEFEE (2017).
2) Schram BL, Kroes HH. Structure of

phycocyanobilin. Eur J Biochem., 1971; 30:
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581-594.
3) Ashaolu TJ, Samborska K, Lee CC, Tomas M,
Capanoglu E, Tarhan O, Taze B, Jafari SM.
Phycocyanin, a super functional ingredient from
algae; properties, purification characterization,
and applications. Int J Biol Macromol., 2021;
193: 2320-2331.
4) Park WS, Kim HJ, Li M, Lim DH, Kim J, Kwak
SS, Kang CM, Ferruzzi MG, Ahn MJ. Two
Classes of Pigments, Carotenoids and C-
Phycocyanin, in Spirulina Powder and Their
Antioxidant Activities. Molecules, 2018; 23:
2065.
5) Zhang G, Huang G, Xiao L, Mitchell AE.
Determination  of  advanced  glycation
endproducts by LC-MS/MS in raw and roasted
almonds (Prunus dulcis). J Agric Food Chem.,
2011; 59: 12037-46.
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(a)

Response Total ion chromatogram
10.0 - (x 108) m/z 100-1200
9.0 4
8.0 1
7.0 4
6.0
5.0
4.0
3.0
2.0
1.0 A N
0.0 T T T T T T T T T
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0
Retention time (min)
Response Total ion chromatogram
10.0 - (x 106) m/z 100-1200
9.0
8.0
7.0
6.0 1
5.0
4.0
3.0
2.0
1.0
0.0 T T T T T T T
0 2 4 6 8 10 12 14 16 18
Retention time (min)
(c)
5.E+06
4.E+06 -
y=0.8776x-3573.5
4.E+06 A R*=0.973
o
19 3.E+06 1 5
#
J
= 3.E+06 ) 0.
o o O
R o
N 2.E+06 1 —a”
I m%ﬁ o
# 2 E+06 1 05"
.,.--"000 o o
Qo8 o o
1.E+06 A @h’
T 7o
5.E+05 A ¥ O
0.E+00 - - - - - - - -
0.E+00 5.E+05 1.E+06 2.E+06 2.E+06 3.E+06 3E+06  4.E+06 4.E+06 5.E+06

TRITH TV F AL AR T

X3 TR DO h—Z A F 7 a~ 7T AR MS FEMT S S

(@ETHT VI MDY DI~ N T T A
(b) BILIT NI IWALRERD 7 v~ 7T A
(c) &'— 7 REE O AHEIME
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(a)

Response
200, (X109

0.0 ~

620 nm

-20.0
-40.0
-60.0 -
-80.0
-100.0 -

-120.0

0 5 10 15 20 25 30 35 40 45 50
Retention time (min)

Response Total ion chromatogram
m/z 100-1350
1.4 1(%x107)
1.2 4
1.0 4
0.8 1
0.6 -
0.4 -

0.2 1
wm N
0.0 A T T T T T T

0 5 10 15 20 25 30 35 40 45 50
Retention time (min)

M4 ~TF Ro—Tr o Afpricii Lz n< s 77 A
(@) HPLC-UV @7 m~ F 7 Z & (FH#EE 620 nm)
(b)y h—F N A Frra~ T T A

57



(@)

(b)

Response Response
3.5 4 (X109 5.0 - (x109) 417.54+0.05
468.22+0.05 s |
3.0 1 :
4.0
25 35
2.0 3.0 1
25 1
1.5 1 2.0 625.81+0.05
1.0 4 15
05 1 312.49+0.05 1.0 1 1250.6140.05
035.44£0.05 ) J\ 05 1 e
0.0 : : ‘ : 0.0 ‘ : : : ‘
22 23 24 25 26 27 26 27 28 29 30 31
Retention time (min) Retention time (min)
Response Response
X105 x 10°
35 4 (X109 50 , (X10°) 417.5381
30 | 45
40
25 A 35 1
20 4 30
25 4 625.8047
15 4 468.2244 20 |
1.0 1.5 4
05 101 1250.6126
= 935.4476 0.5 1 :
312.4885
0.0 et ‘. e ‘ mz 0. b bk ‘ ‘ L mz
100 300 500 700 900 1,100 1,300 100 300 500 700 900 1,00 1,300

5.PCB s ofitti A A7 a~ 7T LK ONMS A7 kL
(a) CpcsLR ELFI D E S
(b) MAACpcpLR Br81 i 5
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(a)

(b)

Response

4.0

3.0 A

2.5 A

20 A

1.5 1

1.0 A

0.5 -

0.0 -
100

1 (x10%)
35 A

Y4

Yo

200

Response

7.0

6.0 -

5.0 -

40 -

3.0 A

2.0 A

1.0

0.0

100

I b1| | b2| Yo

7 (x10%)

b
VA 3

b.(2%)
587.2851

b,

(.

m/z

300 400 500 600 700

587.2851

b,2")

Al .m..l..,..l.l. N

800

900

300 500 700 900

MSDIAL (ver 230923.0)I2 &LV T 2> AR Y a— 3 VEITWHT)

6. PCB {5 & W i D MS/MS A7 kL
(a) CpeLR i H D MS/MS 222 kL
(b) MAACpcaLR El 51D MS/MS A7 k)L
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1 2 3 4

7. PCB f5 & W i D=7 F Ko —7r v A ikt
(a) CpcaLR LA
(b) MAACpcsLR Bl
JWHRIEPCB 77 7 A2 MY L, HHEREIX 587.2869
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B LA B YER P SR B A B A (R S L BB P ST E)
BEAEIRIN) O BRI & T 2 0 HTEBI 8 0 72 9 D5
(23KA1012)
BRTHEE BRI E
O R ORRBRIE D BHZE (C B A WP 5%
~EBNMRICE DT v b7 v ORUE AR~
WIERE = FERY REEAEH ARERTR

U woEite] eI

MEEER AFREIS T =V 3-70vay REM(CY3G - ChEET M bam e LT,
T YT =D QNMRAESHIEIE 2L 5 2 & &2 BRI 3FEFHICE i L7z, MREE
F ISR L7 HESER VR 2 O Tl Cy3G « ClL 758380 gNMR fliEZFHH L= & &
A, REMTHMEIL 61.4%~93.7% L KRE Blpo Tz, 7o, EITVZRRIN
7o HPLCHE & —89 5 & Did/e <, WTivd gNMRME L 0 SEfEICRE S STz,
K3 % T HPLC B AR L7z 2 A, MEREEOIESL > 1% RSD 15%
Thotz. —J7, qQNMRHMUE THIIE U722 S = ek LM &/ <, o
IXHDEFIERSD 2% E TR L7z, gqNMRIELSNDHEE LT, 414 7u~v o7 ¢
—IC XV EEEREL, Cy3G - Cl fMiE~HE T L FEICO VW THMmE L. L
L, REF Cy3G e CIrAEETHEAMIE SN TOWAGAIZRY LT HDTHY, i
E LRI TREIO CIAEAFT 2508100, MENFERELID b REAEL LN
HiER Lo, LIEX D, QNMRIZT > by 7 =0 OFMBEFHRICEH TH D Z LR E

A. BFEEW

TN T =L, TV ary#B )T
LT NUT =Y TR IR IMER S
LB OB THY, 7TKR A4 RZROH
MERIIHEIND. T2 T =3B
LR, SREOEHERL, BRRNmE LT
HRHESN TN D, BRI AE T
SNTWD 7T RUREEFE], TATTFA
T@FE|, [AT7VFhvernarm#), R
XY NVEHE] OERTIFNTNET > b
T=UThD.

T NTT = DR O —01%, WIEF D
KFA A REEHICHETT L CagENE(Ld
HETHDH., UL, T b7 =005
FHEEDN pH (e CTCELT D720 THD.
HPE D 7V T U PESRE T TR 2 120 L
TIREAT LD, BESRETTIEIZIEY U A
AF R EEZ LD, ROKEERD. 2D
-0, T T =0 OHRERENL, 75
U T AA A BRI TF A NNTH L THAEY

61

AL ANT =F MR A A E LTHFEET S
BALS OFE THRIE STV S (K 1).

T OTIREEAES D F ~)UICFL# ST
WA, /e~ 7T 7B LDBE—
HFEE RN EH SN HME TH D Z
EME L, MERHRIEE D3 5 S A7 i IR HE
WL LTV, Z 2 CTARFZETIE, &
NMR(qNMR)%Z FW\\ 727 o b v 7 = > Ot
RS EIE ORI 2 B & LT,

TV NUT =TI O pH 2GS U TS
WAL D728, gNMR (2 X A HlEE ST I 3
WL, HEBSE st L, 7 b T
SVUERRERT TEY U AL FURAERIT
V7 hNSHDLIENEETHD.

1R, > 7=V 3-7vay Rk
(Cy3G - ChEET /U baW & LTHY, HEHE
BEOFERE & R OMA R ORI 5 ERE
EORBRERE L. ZORE, HTHEEIC
Fe 2 N3 2720 T <, USn U7z’ vt
HCEEET 570 O —EROE/KDOFMS &
BTHDLHZEDRHALNTR-TZ. £L T,



5%TFA-d G EA X J—)V /HEKO : DD,
Cy3G * ClIZ & » THBERMERE TH D =
EERRH L. 28 BT, HELEAELIC Cy3G -
Cl Z¥iE L, qNMR JIE %2 FhE L7, M
HEVE(EC-gNMR) K& YN AR HEVE(IC-qQNMR) D
W FETH LN Cy3G « Cl OFMEEIZIEIE
A% ThoTe. ZOREND, HERELEAIC
BT gNMR HEEHEME & L THWZY AT
JL A VR 2 (DMSO2) 3 43 fi 3 2 Al RetE IR <
qNMR T Cy3G * Cl DOIERE/ N &2 R H T
x5 EHT LT

AEET, hETICBonzmAz i,
Cy3G - Cl TiiGR3E A x5 & L T EC-qNMR (Z
L AMEFMMZ KT o2 L & L.

B. 5L
B-1) BB R URRZE

aEbE LCTHWE Cy3G - Cl ikl 7 fE
%, THORESHNBHEA L.

A EFE #E(BEC:External Calibrant){Z (X, CRM
Td DY AF LA LR (DMSO,)(Cat No 048-
33271, 99.9%mass fraction, = + 7 A /L AF1
A2 V2. NMR BB, EK
(D,0)(Cat No 047-34243, &+ 7 A v AFneit
$K), # A ¥/ —/(CD;0D)(Cat No 138-18703,
BLT7 A VAT, ERNY 7 AF e
fi%(TFA-d)(Cat No DLM-46-10x0.75, CIL)% ]
Wie. Ao F AR, BT AL A
Frt i B (Cat No 038-16153(1004mg/L(20°C))
& -,

Z OMOFIER AL, FrfkE 7213 mE
Kk o~ 77 7 HEHEH L.

B-2) EC-qNMR H#|E

NMR %5 {& X H A& 15 INM-ECZ600R/S1
("H 408 53 %% 600.1723 MHz) % F 7=,

oo Lokl M3, Rz BFEERREIC
RUERLD, MERED 1 FEEANIFE
BRESICERE L7, 5%TFA-d &4 CD;OD &
5%TFA-d &4 DO % 9:1 TIRA LK%
qNMR HEELE L L7

UV RT I 7 aRBEEHNT, HER—
(ZREHR Smg 2R 1 E Y B, gNMR HE

62

I 1.0 mL 202 T S H7-H D% NMR
ARER E L. Blic, B&HR— I
DMSO0: #J 2 mg ZEHEICEV Y, qgNMR H
AW 2.0mL 21 2 TR S 726 O &AM
FEYERR(EC1) & L7=. EC11.0mL & qQNMR H &
I 1.0mL Z2RA L CTEC2 & L, SHIZEC2
1.0mL & gNMR HEHES 1.0mL Z#{EA LT
EC3 & L7-.

NMR FHEEHE & OFMITAEAERR 0.6 mL & %
NEI 5 mm NMR REVEIZE L, h—F/\—
J—TEE LT gNMR #1I2FF L72. NMR
AEHEZ 7 m—7 TR A L, 25°CT 104
b L7=. v 2AZAEMEL, 'H LY BC I
MNTH T —TDOFa—=r Ty F T
(T&M)Z AT 2 Tot%, WV AWEEESEDLT
LAERIT-T2. T LA MET —ZITH L
THBERN _RIEC LD —T 7 4 T 4
V7 EATV, NMR REE Z L ICEHA O
WPW(H)ZH H L, Z® 90PW % LLFD
gNMR JE SR e S & CTRIEZ 1T 7.

L—N—7 A 230, FREHLL: Sppm, B
b 15ppm, HX Y IAAKE: 4.5 s, EIERFfE:
60 s, FEERH: 8F], ¥ I—AF vy 2[H,
o TvEER: L, BC T h T T
MPF8(H V) 1A A IREFE] D 7).

A% L7= FID 1ZxF L CEBEEOREZS L,
YToa7 4k 0iRA v M EE 4 fFIEEP L
7z, 7=V EWE, MHEOR—2T 1
ZMIEL, '"HQNMR A7 kL b L7z, Z0D
AT MV EDOV T F VRS L, K1 ED
X 2 &2 HWT Cy3G Bk ol 2 B HY
L7z, EBITIZAN.OY T F & Hn-.
molC, = molCg X 1, /Iy X Hg/H, =1
P, = molCy X MW, /massCs X 100% X2

Z 2T, molC: E/VRE(mol/L), I: > 7
JVIEFE, H: 71 b, PAlEE(%), MW:
571 E(g/mol), massC: L (mg/mL), A: 57HT
FH(Cy3G * Cl), B: DMSO,(EC1~EC3), S :
Cy3G * ClOFEHE IR,

B3) A4 7u~ ST 7 4 —BRUEEER
H(IC-CD)3#7
NMR H & & @ 7% © 2> & Eppendorf



Multipette Z T 0.1 mL % [EfEIZEY BLY,
100mL A A7 J A3 |2 A, @RAKTEREL,
IC-CD #liE FHRUEHIR & LT,

WAL A A FEHERR (1000 ppm)% Eppendorf
Multipette % FH\ T 1.0 mL 1IEAEIZE Y HLD ,
500mL A A7 F A 2lZ A, @HKTERL,
2000 ng/mL fREHHEER & L7z, AR, &
fliZkZ HWT L1 AREZ# VIR L, 1000, 500,
250, 125 ng/mL FEHEWR 258 U 7=, URMI &
OERERITERBESCIC T T AT v 7 flHE
AL T mse LT L, LU o4t
> THtTrEdTo 7.

EEERBEERHRA A7~ N T
7 (DionexTM  IntegrionTM  RFIC, Thermo
Scientific ), ~ 7 v 7% 7 A: Dionex™
IonPac™ ATC-HC 500, &BEHY =L — 4 —
71— b U w ¥ Dionex™ EGC 500 KOH
Cartridge, 77 7 2 Dionex™ JonPac™ AS17-C
RFIC™(2 mmx250 mm), % 7 L v # —:
Dionex™ DRS 600(2 mm), % 7 AiEJE: 35°C,
Jitik: 0.25 mL/min, {FA&: 25 L (7 V—7
HEAN), Vo 7T —RE: 10°C, 4 Bk
KOH 1 mM (0-3 min)—12 mM (10 min)—35 mM
(14-20 min), ¥ 7 L v ¥ —8if: 22 mA, CI-
R BB B 125, 250, 500, 1000, 2000
ng/mL.

B4) BERE I u~ bS5 T 4 —TF FEA
Z— K7 LA BRH(LC-PDA) T

FELL 72 NMR H &R CEHE @ % ik 0 D
Eppendorf Multipette Z FHV T 0.1 mL % IEfEIC
wEOEY, 20 mL A A7 7 A3IZ AL, 5%F
BE/S% X EAT £ b= U /LRIK©O:1)TE
2 L7200 (545 80). AR, 5%FWE/5% X HEs
H7E b= UIRKEO: D) E HWT 1:1 AR
ATV, 400 %, 800 547 PR A2 ML L,
LC/PDA JEHFEHER & L7z, LU O
P> THtrEdTo7-.
4L : ACQUITY UPLC-PDA ¥ A7 A (Waters £l
%), % A ACQUITY UPLC BEH C18(2.1
mmx100 mm, 1.7 pm), ¥ii: 0.2 mL/min, 7
7 NREE:40 °C, BENVH: 5%FME/5% XM a A
7 b= NYU v, GBS 955 (0-1
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min)—60:40 (10 min)—20:80 (12 min)—95:5
(12.1-15 min), EAE: 2 pL, HEPH E: 520

nm.

C. BERVOEE
C-1) Cy3G - C1 HFED qNMR R U IC-CD $t
;3

7 by T =% QNMRIET 5 72 O
BRI L LT, 5%TFA-d &4 CD;OD, D0
(9:1)Z V>, il Cy3G + C17 73R o foli 2 FFA
wEMLUTZ. TORE, Cy3G - Cl7 R FED
qQNMR HEEE I 61.4%~93.7% & FliETic L
RES B -oTWEGER D). ok, 3K 1, 3,
5, 7122\ T HPLC #EEE A T~V FoR &
TR, WTFOREIZHB W TE gNMR
FHEEfE & HPLC MBI — L 22 o 7.

Iz, IC-CD Z AW\ T Cy3G * Clthod Cl &
BATEELIN 2), 20 CI'éE% Cy3G - Cl
ELTHE LG E&LLT, IC-CDHME)ZE 1
IR L7z, ZOREE, 3 2~4 L7220
TIE qQNMR H#E & IC-CD #iE & ORI B 72
—HRMERTE 2. —J, WEE 1 KU6 T,
IC-CD #iEfEA QNMR MEM L 0 L ZnTh
14.7%, 69.3%m\MEZE /R L=, —#&%iZ, 7
M7 =BT T T8 U AL A URITH
AN RITHE LS ND R, Zhb R
FTIHHEA D OIBRIZB WV CGEREIO CEA
BAF LA N B 2 oz, 774bb, C-
GEICHES BN ERED Cy3G G &' AR
KiFli L CWABAREMEN S D, Fiz, 3K 5
IZ DWW TIXIC-CD ML B DS 2.0% & 3 L < KAl
Thole. ARETHEMAE L THRSNT
WHHOD, CIBIEE A ERHINoTz
ZEnn, EERICEHaICEbEInTE
5%, 79V UALALF U HOEE, HHN
IXBIFERE CTTEE L TV D AIREME S RIR S 7=,

C-2) Cy3G - CI1E{3ED LC-PDA xR E#R
LC-PDA (23T % ffaxt i Efr OB & 23Rk
2L ZAMK 3), REBOREFMEZ DXL
DEILRSD 14.9% TH>72(F 2). ZiLH DfH
TR L THRICHEH L2 QNMR S Tl IE
AT o TR, RIEMOMEBREE DIXH S



1% RSD 2.1% & KigIZN R L7=. LEDZ
EMD, QNMR IZXE D 7> b7 = ORE
EREMEICKRD HILTWA Z ENR X
niz.

D. #&im

1l Cy3G * Cl s 3k Tic kv
RKELS B, FUVERPEIZESSERET
TR ZEICERN T 2EENE L D 2 &2
SnEipotz. £72, 1C-CD & AW izt
IS S HBEEITEE ClogEE 21T,

ML Z i REHi 4 256083 b -7, kLD,

TV NV T = ORI T IE gNMR
2 L Dkt E &R BEFEEOFHWFIETH
D iR bND. SBIT, ARFZE TR
Ui hEL, 7o b T = 2 RS
& T DRI A EEFIE S H O HPLC A5y
IR RBR ) 8 RMS {EORESE IS 72 g
B0 CTHD.

E. 3CHR
1) Nishizaki Y, Lankin D. C, Chen S, Pauli G. F,
Analytical Chemistry 2021; 93 (5): 2733-2741.

F. W FE3R

FRRER

1) Yuzo Nishizaki, A Case Study on Validation of
External Calibration qNMR (EC-gNMR),
gNMR summit 2025 (2025.6).

2) V9, BTERAR, ACAIE A, V4 IR
= B ENMR # Wz H AU EHRIC
HS5< gNMR (2K D0 T Al o E &
EORES, 5 7R HAE 2 NMR B2
£ (2025.11)

RCFEFE
L
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G. HBMEEMED HFE, B&EIRD
L



41 Cy3G-Cl
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No.7
No.6
No.5
No.4
No.3
No.2
No.1

1 1 - Inte AS17C.Cy3G 230524 #39
7 2 Inte ASI7C.Cy3G 230524 #40
1§ 3 - Inte AS17C.Cy3G 230524 #41
§4-masitconazon u

7~ Inte AS170 Cy3G 230524 #45

Cr-
v

Gy3G.Nol x1000
Gy3G.No2 x1000
Gy3G No3 x1000
G3G.Nod x1000

Cy3G No? x1000

450

us

1 - 154E# - 10000

-100

-200

-250.

1,00 mM

2IC-CDZ u~ K7 A




Cy3G_No6_x200

TofAntC0099 2: Diode Array
520 4.0000Da
1.5 5.52 Range: 1.358
No. 1 y
1.0
pu}
3 E
5.0e-1
0.0 T T A T T T 1
-0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
TofAntC0103 2: Diode Array
15 5.50 520 4.0000Da
27 Range: 1.605
1 No.2
5 1.0
= ]
5.0e-1
0.0 T T T . T T T 1
-0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
TofAntC0107 2: Diode Array
5.50 520 4.0000Da
1.54 : Range: 1.469
1 No.3
1.09
=
oot |
5.0e-14
0.0 ; ; ‘ ; \ T )
-0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
TofAntC0111 2: Diode Array
15 549 520 4.0000Da
RF | - Range: 1.444
1 No. 4
1.04
pu}
= E
5.0e-19 \
0.0 T T - T T T
-0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00

[X|3 LC-PDAZ v~ 77 A
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TofAntC0115 2: Diode Array
15 520 4.0000Da
-] NO. 5 550 Range: 1.239
1.04 ‘
2
= E|
5.0e-1
E |
0.0 T S T T T T 1
-0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
TofAntC0119 2: Diode Array
15 520 4.0000Da
2 Range: 8.77e-1
i No.6
1.0 5.50
2 \
5.0e-14 ‘
7.04
0.0 ‘ e : -
-0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
TofAntC0123 2: Diode Array
15 520 4.0000Da
: 5.51 Range: 1.331
1 No.7 y
1.04
=)
<
5.0e-1 ‘
0.0 T L T T — T T  Time
-0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00



HOGHUN P B HW L @R IAND 4
HOM YN EWL 230D - "OH) 1D - DELD 1

AUNBYES. GHEEE) o] € Al T Rk

%C0 %L°0 %9°'T6 %€°0 %Y T6 (O1dH) %96= L
%€ 69 %10 %6 €01 %¥°0 %P 19 - 9
%S’L6" %6'T %0°'C %8'T %L 9L (O1dH) %86< S
%1°0" %€°0 %0°€6 %€’ %1°€6 - 14
%10 %E"0 %S"T6 %P1 %9°C6 (OTdH) %86Z €
%80~ %10 %6'C6 %60 %L €6 - (4
%L '¥1 %¥'0 %€ €01 %80 %1°06 (O1dH) %86= I
T asy 1oxc 3 T asy T A & SR
an-oI ANNb-DF

FHWID - DEAD U@RE Q@ ADDI W ANNDP-DT 12
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#2 Cy3G * CIOHPLCHRERDME =

o RR B DM &

AHK qQNMRFHIEZE L gNMRHHIEHR Y R?

1 1052 1185 0.99997
2 1103 1188 0.99998
3 1105 1198 0.99998
4 1134 1223 0.99998
5 941 1241 0.99996
6 704 1165 0.99998
7 1079 1191 0.99998
RSD (%) 14.9% 2.1%

fedh 2 AU, S84 Cy3G « CHEEE (ng/mL) & L, JS %85 ERZ2 e L7,

69



iR SR ERL AT SR A B (R i R AT TR )
BEAFIRINA) O B e IR & 9 2 0T BB S8 O 72 8 DR
(23KA1012)
BT WFFE RS E
OINTE R O BRIE D BR S (B B W98
FARE VR (RMS) 2 Rl L 72 & EyE O Mt
— g E LT 7 4 FEA A — R7 LA (PDA)Z W =B O HIEEIE & > & DJF K —
Wy E AR ENZERSESEANTET AR B R

MAERE

ZEPRELTFELTWDLZ &R LT.

UV-Vis X PDA 254 v 7= RMS 5 TlE, JEUEWE & oM kI S e o I E I = s 3
RAHA, EEBENKEL 2D EVIEND D . ABFFETIE, PDAREZRD AT |
VIR 2 T 720, EEOMEEZ VT, F—iBHIB T 2WEE % 4 SOk
WRICTHIE LR L=, ZofEE, HEMOBEKEDO X UITRKTIS%IEH Y, TD
AV FIFHEESCEBEIZL TR TEBY BTV L2 ERHLNE 2572, F
7o, KIRTZ 7RO Y by IEEBE~OTFENRRKE NI LR I e, s
NS THREDOMIERELZREF L, 2EEMZEIC PDA BHEHIHBIT E 2 L ORE

WHIe
s
i)y

[l S7 1 B a2 Sn e AE AT E T
HEERFRER BRI A%

A BFEEH

AR, BEEME O ANFRNE L YE OFE &
IZBWT, Kbt E xR L&
EGEEWE) L, 2T 200808
DOFAXSE VL (relative molar sensitivity, RMS)
ZRAT HEREE LT, RMSE) N EH S
TW5., BAIFXINETICERLBINIEZ LT
b, KRWHE SRS £ 5 ARGk
REPERK ST D RMS & # A LT\ 5.

RMS {ECOERICIE, EEWE I 55
Hrat8 D RMS EALETH 5. ilH, RMS fi
IZZE&E NMR ('H-gNMR)& HPLC 72 D7 =
~ N7 T 74—, SWSmE & L
WE DO IEMRMERINEEE KD 5 2 TR
5.

RMS {ER R lReZe i ttide & LTI, 2o
FOREZOINERLICEHBENH D Z LN
Kuifge LT bNnD. BIfE, &b RMSIE

70

DWENZ NI a~ N7 T 7 4 — RO
X, PLAMERE L, WA A I v 7 LUk
HLEBIFRERMEEZRT 74 NEAF—RT

LA (PDA) K H#s & QRS rI 843 Y65 (UV-
Vis) D 2 ToH 5. Wi 3 & (2 Lambert-
Beer DIEHZFEAJFIL L L TWDH A, g
DIEFERNE2 > TS, PDA M 2RI3E ke
L7c UV A7 MV ZRIERTEETH H LD
RSN H D03, RMS L& i a2 A L7z
BRIZIE, UV-Vis iR H & D 52303 ) 23 E ]
EZNNINENI T —ZRHEINTND
(FEFHFR e A BT 2D,

UV-Vis X PDA & Hi#5 4 RMSEICEH T %
56, RMS ORHIZIZEEUEWE I O3 HT 5t 5
W NI ORI R (A ma) (2B D
NG EE WD, i, & <2 PDA SR
TIX AT BV R O 25 & [ 722 D 22808
METERNWEBZONDTEDTHSL ). &5
2, FIRE T HIUX AT GWE & [Fl— DI
MR R (Amw) 2 bOWE L EEME L L,
ZOWRANTBIT BIGE B 5 05 3 akiE [
EZNNESL T2 D L L, TR SE &R



D kmax &2 b OFEEDH 2RI OINETH 5.

AIFFETIX, A max 235870 2 FHEW)E 2 FH U
TR DB WEBIELZ ML T 5720, &M
TORMSIEDIXLSE, T 20 LIREHOIX
LOENRELLRDFEREZRETLHZ L& H
#)& L, PDAfH#wOFrEL A L7z,

B. BfE ik
B-1) BB R URRIE

(850 4 5 ([E TR B S RN 5 N B
T Y-4)), R 2 5 (ENCEAFE S IR
WEHE 5 : R-2)] KO [H@ 15 (E
BRI NE RS B-1)] 1X, HARSM

Wb ANF L. B 7 oA (ENL
B SN S B 5« 02-53a) 1X, Alfa
Aesar tEDH D & FH T~

ARIEDRIREREE & LT, itk z vz,

B-2) HIEEE

F IR RHE (HPLC ) MOV et
FHEARIEICH W, 72k, WIS E O
A —H—ZFKO@Y 7273, IH C T/RT PDA
HERIZOWTORERIE, A — D —ZIRE TR
T8, SEEFHI AW RE AL O
P& F1E 10 mm, HPLC %5 PDA fiHi#s D 7
0 —E/LORXEEX1EERVT 10 mm TH
S RV D 1 RITEKREN Tmm TH Y,
HZEHE CTHET A B2121E, 10 mm TH 5 &K
ELTEMEEZITo729 2Tl L7z (£ 1).

B-3) RBRIK AR

LA 2 FEOFERIK 2 i3 L7z,

BT oA VR  122mg/L 12725 X )ik
&0, BBHRUKICITRR ST, T ORI & F
1.0 &L, ZHUTINAT, MRHEE 0.10,
0.25, 0.50, 0.75, 1.5, 2.0, RO3.0 L7725 X
BRI CRAIRE TR U7, 7ok, AT
FETHWE D 7 = A VR OWIARKIE 273
nm ChH o7z
3EEERAWK 45, FEA2FEUVER
FEOEODEZIINY Lo, #HiKIZT
Wi SHIRABIRE L-. IRBHRICBWTIX, £
NEZENOILEMIREEDY, 10.0mg/L, 15.0 mg/L,
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KON 41 mgmL &b X HICHBL, Zob
DEFIRE 1.0 & L. ZORER2 YL
L, AHRIEEE 1.0 DIE)>, FHRHEE 0.10, 0.25,
0.50, 0.75, 1.5, 2.0, KO*3.0 L725 X 5 72iR
Bl %, MK TR E TR L. 7o,
ABFTETHW - 3 ARG O WIS K IE
418 nm, 522nm, X 629nm THh-o7z.

B-4) JIE 5Bk &M
AL 1L PDA SR OB B M2 2 RA T 5
DO HEDOTH ST, HPLC I 7 MIPERR L,
HPLC D7 > 7' 6 [E4% PDA i H 85 & e
HEERE L, BEHEADTZO~=a2 7 A v
VI B (VEFA V) R E RSO/
WICRE L2002 AWz (K1), VA& A
WX 2mL 0% T N— T B LT
BEFRMHFITLLTO LY
HPLC-PDA
HIERE © 190~700nm % 721% 190~510 nm
(FEED ARy 7128 D)
BB « K
i ;1.0 mL/min
TAEH 2L (FEBREIRE)
SRR
HERE © 190~900 nm
B R RLERHRE 0 0.5 nm

B-5) HIEFIH

B-3) IR REHAITIIEY B L, & 1
(R EEE COMEIT TR CRE— B I3 L
7o ENERE, WE 1 RERTICRE) X
H, BEL S 7. A BRiRI T RK & kT &
LTHY, FEEICHOWT 2 BEFOH1ELT
— X 5T

HPLC-PDA (%, &K CTHLHED 1 FEfaATIC
PDA R HZR D T > 7 % filh X, Bk % 1.0
mL/min 5K S 72, Bk Ar~==27 /11
Vs varyHoy) Uil 6~TmL iV,
YT NN—TNERBRIE T LoDz L
7-. HPLC-PDA OHIEITZFENC LV BHtA L,
Bt 1 ISR Z TR ITIEA LT, 2
Z, 1 RBRIRIC O ZRE Z LT 2B D% L
7. HPLC-PDA THEOLNIZT — XX T T



CSV JERUT e Uik L 7=,

C.RRKRVOEBLE
C-1) PDA BHBFIZRBIT DBV AT b D
G L EERESBDOE 25

AHFFENT I T 2 RBK OWE X, X TFE 1
(2R 993 G B & O HPLC-PDA (2 C 5 L
7o, 7k, YENERITE LITRT 1 BE,
HPLC-PDA (FE 1 IZ7-FT 6 B (A—F—IL5
f, #EE A~F, 7272 LEED KO E I, [FH—
A — B —CEEERR O IZIEFE—) ZHWT-.

ABFFETIE, SCEFHEIC LV E LN
DWINAR T SABRE, T7rbb TEERS
hLy EE LT, 45 PDA JEEIZRIT 5 WY
AR RVl U, SEERERIZ WD
AREBRR O AT MV ORIERFEIL, 77
x A VR KO 3 AR EA IR ORIRR D 5
BINL7-. #RBRIKICHB TS TFERHEE 1.0
X, HIEEF TR SN RIUER KR (273
nm, 418nm, 522nm, X X629nm) (2815
IIHTEEEFHTOWIEIEDN 0.6AU & 72 DR &
EF L7z,

HPLC-PDA TOHIEIZEBWT, RBRIKE 5y
trilzesxicfGonszua~v 77 L%[K 2
7. K217 K 91, PDA RHgRO 7
0 —E LRI TS D &, 7
o~ h77 A BT Lz — 7 BREES
5. fafn L= v — 2 offhr Tk, BEiE
OFWAULH B b O O HF IR — IR O VIR DN
HTWBEBXONDT-D, N EFTDOE
M X DWE L FREOIRETHD L BT 2
EEMARETH D . FRBIKORFEH 22U
AT MVEK 3R

C-2) BHRHER DR

F9°, BT X o> TEBMEICRMA S 5
NEMERT B2, KRBRIEOWRIN AT K
VB ARIERE (273 nm, 418 nm, 522 nm,
KON 629 nm) (ZEIT DN ZGT-. HBRIK
DRI 2 BRI, 3 OCEERH £ 721X PDA
i 2R DOWEJE & itz & > 72 ERE X 4
[feZ e

B 4127~ K 91T, s L EERHTIE, 273 nm,

72

418nm, 522nm, &N 629nm DT X TOHKE
2B, R 0.10~3.0 OFIPH T B4 22 Bk
PR L7z, PDA FH#HIE, 2EE A, B A
C %, WHIEEFREEE 4 ET_XTUcBWT
T 0.10~3.0 DFiPH T B4R BRI 2 7R L7z,
JEE D L OVE T, 273nm THIE L7238B481%
T 0.10~3.0 DFiPH T R4 7R BRI 2 7R L7z,
L2>L, 418nm, 522nm, K N629nm @ 3 i
RZBIT 2WNEX, B 0.10~2.0 OHiFE T
ILEREDN R SN2 b 00, JEE 3.0 THHIZ
KEMEERL, JRE 0.10~3.0 DFFH TOHE
WMIETARRECTh o7z, £/, HEEF T, 522
nm 3 L 629 nm (21T DI 0.10~3.0 DE
UHC BRI 72 B ME MR S 7273, 273 nm B
L OV 418 nm OW X, i D KOVE & A
FRICARIR S IR CIXERR SR D iz b Do,
RN E L R DI O TR CIERR L 72
EAROIME SR L, FEEE 0.10~3.0 D#iPH
2B D EREIIRR CTH o7z,

2T, FE LD IS R & e AR
L7351& D ICBIT DIRE 3.0 D 3 ARIRGHK
DYWL AT NV, SR HEFOLO L E
e (B5). EOREE, EREOHERIZHW
TZHERE (M 51281F 2R KH) 128V T,
58 D TIEOLEERE & bl U TfE Sl
() BN ESN TS Z ML
pole. —H T, ERRENRHL ELULFTh
LR TIE, EE D &R ORI A
AR R ZRE REWVIT AR D o T, BN
RETHS2EE E XD THRIBROBLGN
el s e,

%561, Lambert-Beer OFEGG b, IRk O
WV IREE BT 572, AFHEIREN —E
Th o556, ERERERIZS51FESOWIN
MRE LAY, BEBAIRE IR T 5. MR
%, FBEOCREARINT 52 L CTRILEL R
HLTWD720, HEVICEHEEDEROK
HEE TR NFH < 70 X, IEfEICE
HT&720n. Lo T, #EED~F THA LI
o EREIBIC I T WO OHETRIX, 5557
R A BT D 720 OM S ORERED 1 H
RICBEHINTWDL I EERBLTWS., F
72, ERMENRE Th - I-fEES, HEE D, E



(RA—H—) TIIEEEM, E F CIHE
WA & Bp o> Tz, P odEE & EEICE
KESG LT R T AT T T DST-D%
LTk, EED, EIZF I AT T
7, HEE FIXEKFET VT OREND D EK

TENETNUEBREN AR Th o7 b s.

C-3) BHNEFHIZCBIT AR ELEREL L
& & DA PDA BaHZs D FZHNEELE:

AE C-2) IT°C, IEEHIPH 0.10~1.0 TiTW
T E A~F (PDA Mg (CBWTHE
H7REERNSH D Z RSN 22T, 2
DOIEFEFRAND 41K (273nm, 418nm, 522
nm, %X 629 nm) (2B B FIEE DWW,
YNSRI TR LN L b L C &
DEIITHEHI > TWDEEFE L. D)6k
FEFHIBIT DM EE 1 & Lz s &0KEE
OWSEIE A2 B L, Rl AR (FupH
0.10~1.0) %, Mt A2 EOWEZ & 5
=77 7%k LI (Ke6). 77 7TIiL, &
MR HYE L LT & X OWOLEL 1 2R
MTRLTED, ZORBRICIWEEE O SEE
EEDINEFFOWSE v Z bk
72%. PDA MHEROWNE % /3 e E R & b
L7z L&, REWEE T 15%REDZEN
HoiTe (WIEEEH 115 £H3) .

I VEIEIEFHC PDA FR R 72 & O WS EERI E
IZHBWT, EEOLTF RIS L2203,
WEEEA 0.3~0.7AU (0.5AU %) 72 5%
FACHIET S Z M, HAMICEELWE X
NTWD. AIFETH, WY 0.3~0.7AU £+
G, MO EFPE & i LT\ 3ho
RS D EFH TOWNEIEN>T-. L
L, HEEICK - TT 05AU T TH 06k
FERHE OPNEMIZ 10%FREDOEN R 5D b
OHLH-oT- (K6).

Fio, 6 n, FI—HEETH-TH, 7t
W L OWSEE LD K/ Z — 3R D
EIWZH 72> TEY, —RLUTEAIEEZ RN
TZENRETH 72, 2T, BUL BEEH
FH0.10~1.0 Zxt5 & L, D ERHCBT D
WNEE 1 & Lzl & OFEEOWLE %,
[l —EENICB W TR R Z &gk L &
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DEHICEDHE LT (X 7). ZDRER,

HEE A~F OFT _XTUTEBW T, 9 EEFHT
T HOWIE DRI L BB/ Z — R,

273 nm CHIE L7z & & &, 418 nm, 522 nm,
F7213629nm THIE LT & D2 oD/ K —
ATKBIES NI ek i@y, EodEE G LR
WCHEKBET VT ERZ L TAT T T D5
SOEPEHEH L TEHY, 380~400nm UL T D5
TeoD7 TRV EZTWS., U1 ERXF
L, A—h—TLiIcFENFNREDOE WX
boHEBONDN, HEED MOEILFR—A—
B —DRIpHERTH 5 720 N RITIFIE R
— R DN, O ERHIRT WO
IZEEE D-ERCTRES E>TnD. 20D
7o, IEICEER & OWIEEE LD ZEIZIE, IR
T U7 OEN BREESEZ G0 HPRELSTFE
THEEZLN. UL, Bl—D¥RT 7
FBTHLLGETH, MEKRIZE > THL
FERHZXRT T 2O I —E Tld e o 7z

5T, DIORERHCXRT T WO b A
B & CLTCh#gdsL, #iEBCTI/E418 nm >
522 nm > 629 nm DAL/ NS < 72 %
2N, HEE C TiE 522 nm > 418 nm > 629 nm D
EIZ/hEL 7o TRY, H—ONRT 7
WTHEBEM LT UL RO & 1372
HignoTe. ZHUL, IREIZT DR DS
B % & o TR EAROME X 23N EEE [ s
HZLERLTEY, REHFOBEEOHTK
D HILD RMS E~DFENKE N LR
Y (W

C-4) BRBE5TDOD Lm ZHIEERE L LT
K7 RMS EDOEEMZEDORMHIE

RMS ED E BT D IEMZEE /&<
T HIIE, HIER R EDE K OVt %
WED A mx ETHZENEETHDL., ZDL
X, ATRBZRIR O AT G E & [l — D A max &
LOoOWEERERE L L, TOERIIBITS
ICEBEZAWASTNRRENZ LGS TW
%Y. ZOHBE LT, RFZEREENS HH
e X 91z, Rl 2 RRRICHIE L5
BB NTH, MELEE R OERICE > T, %
WENRKRELS B ENFT NS, HEYE



WHE LT R HE & Rl — R THE U,

ZOEIBRAVITHEIINDD, A max DR
5HEE, & LITEAMEEE ATHmEEO X DI
T 27 0 TRBERDHGEREEENRKE

WIBAICIE, BB TOXLORERRE L
RHEBEZBND.

ZOEHIBRBRN, STo0EREICK
D RMS fEZRET H5EITE DOREMZEIC
RESHBLTVWDLERET S &, RMSED
EEMAEE D LREMERRETHLEEZLD
Nniz. 2T, BEROFER 2% HW T Lo
TEEMIE TR GE L 72, BRI, R
ELTHZ7 =AY (CAF) Z%EL, ZhIiTx
THNWMREWME 4-7 2 ) hv U (4-
ACA) O RMSHEZE LTz, 2D L DR
ZRIXPDA HER CTH Y, X 8 IZHWE DY
/NI S

RS D ClE, 2F0 RMS A RO TEDY,
OEDIE 4-ACA OREHERZZ D A max DO
LoTHBH 273 mm EL-bD (LLF,
RMS?™2B) 4, 5 ONEDEFRI C K L DO E
DTH5525nmm & L= (LLF, RMS2?73)
Thb. HKEWYWETHD CAFILEL L OSE
HBED L max THD 273 nm THIE L7Z720,
RMS”? I E N O & DDA,
RMS*23 3 i N STz o DGA L L TH
LI FRE TH 5. BERD 5 6, AWF%E &4
< [Al—@® PDA fatigs % HWTIRE L7 RMS
WEaEHEPEL, #2177, £20505HLM0
2k, WEREN 2 5% 5 RMS™2 ik
&M RSD (%) 1L RMS??278 L g L TR &
Y

RMS LTI, 8%, EOLHIRA—T—D
R C 63 ATEEZ: RMS E A #2179 573,
Z D RMS EIFEECEE TH L7z RMS OF
B THDHZ L NEV. ZD L &, RSD (%) A
RKEVITE, RMSIEIC L > THE LIS EEE
WIESOSEK LD, £ 2T, RMSIEDEE
ERZOMIEE, HHEREL D X 9 ekt
WEEEST D LT ATn. EYEL DKM
RENWTHE ORI E T, EORED “£” MR

74

BDH, TROBMEREAEROD Z LB T
T, REL MM WICB T 2RI
7= RMS NG, o8 BH OIEE TR LD
TohAIMHIE RMS fEZ THIT 2 Z &3 Alhe

LD,

HPLC/PDA % V7= RMS {EZHESL L K9
LT 5L x, EEWMEICKHT Dot s
® RMS % 3R 8D H BRI E e DX, FEEYE
J Ot G E O f Ik R 12 81T %5 HPLC
ra< N7 7LD —J7HETHD. [F—
Bla it Lz & X0 — 27 mREEIE% G 1
BT 2572, 2 BOEEIZRBIT 5 — 7 g
tix, F—oBt ot Lz 2Tl onsd
WEHEEIIRIESE LV, 203, 7T b S
L7-—f%#972 HPLC-PDA % AT, &5k
BRalZBI2RE—EA B ZMrLIzEZ0
— 70, EHELRLMES LIEX LT, ¥
ODL I ThoTlo T 5.

TEE S OWMNEN a THHRECIE, HEE X
OWRHEIXD ThH L X, HESOEY—7H
% Asa &35 L, ZEE X OV — 7 HH Axa
IFULTFO X S IZaflEhs.
b

Ay, =As, X~ (1)
RIS, & DR BIZRBNT, #EE S O
WIEEED ¢ THDHRETIE, HEE X OWOLE
FdThoDEE, HEXDOE—7HE Axs 1T
EE S O — 7Y Asg T TD X
ICEIND.

d
Ay =Agy X~ @

Z T, R o TREWE %, mHEE B
THNTGE ZWET 5 L 57 RMS OfF
AEZLH. ZOLEDORMSHEIL, BHEEB
THIE L 7= 58 o v — 7 ik % i H
W R o TRIE L7 ERMEYE O v — 7 Hfg Tk
L7ebDIcHHIT 5. T70bbh, & S CHl
E L7~ RMSs i,

A

RMSs = ASB xR, (3.

Sa
72120, Rol3IEEME I 5 0rd S E
DYEREHTHS. L EOR()~G) b, &




FEOBEWEZERE L THOLNDHEE X O RMSx
s

RMSy = RMSs XS x 5 (4).

UbD X oz, EHEL DML EBICY
Wr& 23ME 3 2 g oW G EE LR AY, RMS
DORIEARINC 72 5. AFTTIL, RMSIEIZT
7RSS RMS MEEE A TRD 7256 %218
EL, i AT H%E B~D & OffiiEfR
HZ, 273nm & 522nm D & T DFLIEE O
FEDOERMEA VTSRO (F3). K 7IT8R
T & DT, FEE M OWEE L IXEURE O A8 kR
FEIZ X0 BARDR, 22 TIEBER oL E
IZHbH, MAATEE 025 O L X DORIEE
(0.15AU fhilr) Z#8HATHZ2 &L L. HE
A ZREEORMEE T 554G, RMS™? (X
0492 & L CEEEIC RTINS, KT,
RMS*?3 73 0.516 TH - 7=3EE D # HW\ T,
RMS % (0.492 8 RMS i & L CTHERESNZ D
D) ZIFEMELIZGE, HONDERMEIC 4.9%
DENET D AREMEN H 5. K55 O EHME
DE.D RMS»PP OETH D EARE L, FErfi
(EE A DOf) 0 (%) &, #iEREEH
WSRO T IEME & D75 (%) & bbig
L7z (&3). TORE, ENRB-TEEES
MEATEEEE G o T2D, b RE RN 4.9 )
535~& 1484y MhEL o le. 2T,
BoONDERMOEEROIXS>EN/HEL
AHZ LERLTVD.

D. #E#
AWFSETIE, UV-Vis X° PDA f H#s % 7
RMSIEDOFBEOOE S TH D, EUEWE L4y
Hrxt B E OWERE DR 5512800 5
EEMZEOFRINERE B E L=, PDA K
DAY MR EEZRET 5720,
KRz Ip A — 1 — OBEHEEEICT, [FA—3 B
273nm, 418nm, 522nm, 629 nm (21T 5
MEAZREL, SHNEFTOMfZEAEL LT
bl U7z, 2 OfER, 2582 K - TERMEOH
NS Z &, BRSO S HEHNT
B o THHNNEFTOEDGITHRKRT 15%I%
EXLINBHDIHAENDD Z L, DIRER L

75

DALV FIFTEEREEICL > TELR-STEY
—ETIERNWZ R ERHBENE T2, &
IZ, HWELTWDAEKFET S H T
AT T UTREINEDL L, KELOXL
FICRERBAD RSN DN H 7=,
T EEMEE /NS LT D21, RMS
EIC TR SN2 RMS &R 7235 & 41T
B LOWERE L OB TOREMED HFIEDO L
OERR U BAREIZIE, [F—3 2 e
TN LIZBE O DA RS A L L,
IHTH DEEEIZIBIT HMIE RMS 2RO D b
DTHDH. ZOMIESFIEOFEIEITEREE
TOEWEDEZHE L, TOBROWEL D
OETERRTIEDO L FRINSLEL R D.
LU, RAHIEORFHFERIC LV, ZEMAEC
PDA I HI#HZ BT DR T & DR AN K&
CFHEHLTWDHZ EBREMTLNZENZD.
—J7C, RMSIEIZBIT DHEREN 2 KE
ThHoTh, KIET » THOERENRL, K+
nm OFEWEE THIIR, T EEE =N
RELl bty Bbh. BEH 2T
RMS525/273 X RMS273/273 X v 3EE R 7= K
EhoHEHEADOOESE LTIE, mHICHW
SNDIIRT o TREOYI Y Fby R 5 LT
WA EEZBND. RMSIEIZEIT 5 REUEWE
DFEIZBNTE, LT LHEOoWrxSmE o
B E L E— 2T 208320, R T
YOG D0 AT T & T R 30k
TAFN, EHEAEEBETLIELELVE
Wz 5.

E. 2% 3R

1) Masumoto N. et al, Chem. Pharm. Bull. 73(7),
650-657 (2025). DOI: 10.1248/cpb.c25-00129

2) Nishizaki Y. et al, Food Additives &
Contaminants: PART A, 35(5), 838—847 (2018).
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F 1 AR THOWCERE

TR O A—T1— fiftr Y 7 =
IR V-650 A A AT f L F— p—
HPLC-PDA Series1200 G1315B Agilent OpenLab CDS

Ultimate 3000 DAD? Thermo Xcalibur

2996 Waters MassLynx

SPD-M20A B EERT LabSolution

MD-4010 H At ChromNAV

a) SEREN Tmm (FOIEET X TEKE 10 mm)

# 2 CAFIZ%IT % 4-ACA @ RMS fii ?

*ﬁ Hj%% RM8525/273 RM8273/273
T A 0.492 1.29
HEiE B 0.475 1.27
TEE Y 0.498 1.31
dEE CY 0.491 1.30
EE DY 0.499 1.25
EE DY 0.516 1.29
RSD (%) 2.7 1.5
a) T LRERRDI R D

#3 A O RMS iU L7 & X 0% B~C OHFFIE RMS fil

W e FEHD RMS & D7
(FEXHREE 0.25) RMS’2%273 (%)
EE 522nm 273 nm  HHIEARER SEHME O MIEE $EONE AL
A 0144 0.149 1.00 0492 049 . -
B 0144 0.149 1.00 0475 0492 35 35
0498 0.496 12 0.5
C 0.147° 0151 101 0491  0.496 02 0.9
0499 0512 1.4 2.6
D 0.154 0153 1.04 0516 0512 49 0.7
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R AT IR
VA (LA&EA>)

K\/} PDARHZR [

c2mLYy -7
rjﬁﬂé]k\ 1 mL/min M jj 3AHR U {#LTEBL:Tgﬁb%

1 PDA K s 2 ] 25l A O 72 8 D 2L EAE K.

TURZA R R Dg] Y H L

Y

T N

N \ \

- \
o] \-

o— L i S

a0 23 20 s %o s 140 wn

58558 (min)
2 HPLC-PDA 7 v~ k7 7 A.
E— 7 NEFILTWDEHWEIE, 7e—bk B3R B TSN TnWas &R L, IRRFITTR
FARFFREAT T ORI A7 R L)) L, PDA #HIZHCEB T 5K RBRIR ORI A7 kL
ok =

1.600

2.000 (B)

1.800
1.600

1.400

1.200 522 nm

5 _, 1400
1.000
< < 1.200 418 nm 629 nm
% 0.800 %’( 1.000 l
= [ 0.600 X 2288
¥
0.400
0.200 0.200
0.000 0.000
190 240 290 340 390 440 490 540 590 640 690 190 240 290 340 390 440 490 540 590 640 690
ERnm ERnm

3FAXFIREE 1.0 128 D(A) B 7 = A AT ON(B) 3 AR IRA TR DERA 2L ALY L,
WA I 5 & RN C, T 0.6AU 258 C, TRl T\ 5.
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2%
FE

2.000

=S

2 150

N

#X  1.000

2 0500
0.000
2.000

=S

< 1500

N

#5  1.000

2 0500
0.000
2.000

el

< 1500

N

£ 1.000

X 0500
0.000
2.000

e

2 1500

=

#%  1.000

2 0500
0.000
2.000

—

S 1500

<<

)

% 1.000

2 0500
0.000
2.000

el

2 1500

)

#  1.000

2 0500
0.000
4.000

e

2 3000

N

#%  2.000

X 1.000
0.000

273 nm

y = 0.5814 x + 0.0034
R? = 1.0000

y = 0.5609x + 0.0181
R? =0.9992

y = 0.5819x + 0.0066
R? = 0.9999

y = 0.5836x + 0.0138
R? = 0.9995

y = 0.5622x + 0.0265
R? = 0.9983

y = 0.53x + 0.0211

R? = 0.9987
1 2
1 2
HERE

BRI D 273 nm,

2.000

1.500

1.000

0.500

0.000

2.000

1.500

1.000

0.500

0.000

2.000

1.500

1.000

0.500

0.000

2.000

1.500

1.000

0.500

0.000

4.000

3.000

2.000

1.000

0.000

4.000

3.000

2.000

1.000

0.000

4.000

3.000

2.000

1.000

0.000

418 nm

y = 0.6262 x - 0.0051
R? = 1.0000

y = 0.5971x + 0.0113
R? = 0.9997

y = 0.6251x + 0.0003
R?=1

y = 0.6155x + 0.0022

RE-1
1 2
1 2
1 2
1 2
A RE

® KR

522 nm

2.000

y = 0.5938 x - 0.0048
R? = 1.0000

1.500

1.000

0.500

0.000

2.000

y = 0.5636 x + 0.0048
1.500 R? = 1.0000

1.000

0.500

0.000
0 1 2
2.000
1500 y = 0.5762x - 0.0012
: R =1
1.000
0.500
0.000
0 1 2
2.000
y = 0.5703x + 0.012
1.500

R? = 0.9995
1.000

0.500

0.000

4.000
3.000
2.000
1.000 °

0.000 ®®

4.000
3.000
2.000
1.000 °

L]
L]
0.000 '®®
0 1 2

2.000

y = 0.6288x - 0.0245

1500 R? = 0.9976

1.000

0.500

0.000 '®
0 1 2

R

629 nm

2.000
y = 0.5865 x - 0.0025
1.500 R? = 1.0000

1.000
0.500
0.000
2.000

y = 0.5582x + 0.0062
1.500 R” = 0.9999

1.000

0.500

0.000

2.000
y = 0.5654x - 0.0016

1,500 Ro1

1.000

0.500

0.000

2.000

y = 0.5273x + 0.0297

1500 R? = 0.9978

1.000

0.500

0.000

4.000
3.000
2.000
1.000 [}

0.000 ®°

4.000
3.000
2.000
1.000 °

L]
0.000 '®®
0 1 2

2.000

y = 0.5056x + 0.0383

1500 R? = 0.996

1.000

0.500

-
0.000 &
0 1 2

MR RE

418 nm, 522nm, KON 629 nm (2351 B AERF L EE 2 k3 B W E .
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RICEAU

200 250 300 350 400 450 500 550 600 650 700
ERnm

X5 3@FBIRAI (BE3.0) OWIEALT R,
IR (—) ROSEED () THIELEZ X0 b0aEREE L. REMTORTIEREIC
BT DN %, EARMEOMBIZHW .

KR 273 nm RHEER 418 nm
1.15 1.15
[ ]
=] ° .
S
0
NI 1.10 s 1.10
AN s
3 . s H N N Lo mEA
-~ o - e . £EB
W 05 1.05 . o #EC
Y N . ] (] A EED
ES A Y =
B t M o HEE
o 1.00 1.00 M
R
PG
R ° ®
[} [ ] °
0.95 0.95
0 0.2 0.4 0.6 0.8 1 0 0.2 0.4 0.6 08 1
ERE A RE
RHIRER 522 nm RHEE 629 nm
1.20 1.20
. 2
S 115
115
N : A
1)
3 : 110 : s 8 o HEA
N 110 = g
@ N A * 10 ] EEC
P p . o A %ED
N 105 N
& ° 100 s 4 ° HEE
S ' s . ° EEF
i . 0 '
5100 Py [ P\
i N % 095
> °
R o H
0.95 0.90
0 0.2 0.4 0.6 0.8 1 0 0.2 0.4 0.6 0.8 1
xR TR RE

6 SHEFHOWNELZ 1 & L&D, HEE A~F THONTWOLE L D,
7T T HROFROFRIWNELLN 1 2R L TEY, ZORITITVIE E PDA B 2O WG 23 )y
WINEFF LN L EZRIEBLTWD.
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N £E A #EB #EC x
& 120 1.20 &
"W =273 nm Byl
N 115 418 nm 1.15 ;.\\i
ﬁ:) =522 NM -
v 110 =629 nm 110 M
e Ky
% 1.05 1.05 g
: =
= 1.00 100 §
*}2 0.95 0.95
B 0 02 04 06 08 10 02 04 06 08 10 02 04 06 08 1 §
= xR AR R
N ®E D BEE EEF =
8 120 120 §
B\
o N
V115 115
5 )
S 110 1.10 N
Y XY
b 1.05 1.05
= =
B 1.00 1.00 §
[1i{]=1 & - - - PS m)(
% 0.95 = e 0.95 i
R 0 02 04 06 08 10 02 04 06 08 10 02 04 06 08 1 by
= AR TR TR

7 SHEEFOWNEE 1 & Lzl 2DHEE A~F THONTEWNE L O E, [F—HEEN
THRHEE 2 Z L hms L7k R
MR, #0273 nm, A 418nm, JRfA : 522nm, HE o 629nm. WOEEELEN 1 (4
WHFEFFEE—EDT A V) RASETRLTND.

CAF 4-ACA

273 nm

273 nm

525 nm

250 350 450 550 nm 250 350 450 550 nm
X8 H7xAL (CAF) MO4-7 3 ) ) B (4-ACA) DOWRIX AT kL

BHE (AU)

a

b

RF5HRT (min)

X9 [Fl—REIZoIT LIz Z2DEES EEEXDI/u~w N T LD —T A4 A—,
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B AL A SR YERL I TR A B 2 (R i L B R AR TE )
BEAFAIN O B HERR & 3 2 0 TIEBIFE D T2 OBFIE
(23KA1012)

TRTHEE W s E
SIMTIE K OGRBRIE D BRFE IZ BT 2 W4t
LTH XY A BORICEENDT &V M7 = ACEW D E BRI HTIEDBRSE
WHIE s e BiE—  SEMERRTERTE BRI EEIEE #dx

MREEE L7V FY~AEEHE (Purple yamcolor) (%, ¥~AF (Dioscorea alatal.)?
AR OELNT, YT =TI ay REEZERSETAHALDOTHS. v A,
Va—A, TARAZ Y — LEORMOECOM, (LHRCERLICOHEHINL Z L0 H
L. —HT, BB CORBIEENZE SN TR GBOHA EHEOR) 7=, &k
L OERD =D OB EEZMT H2MERDH D, T =V T vay Rk, 7
M7 = VEBHEDO—FETH Y, FEOIHEST I IVIEOFHHIZIL U kA REENH 5.
FEEEDOMRICENT, AT XY~ A ERAFIZFTENDLT U AT =07 a7 7 A
VI hRERIEER s a~ NI T T 4 —EESWEI AT T o R, 3FEOMRIRIICE
ERE— 7 NRO LN, 26077 ar kOEREZIRETEZ. — T, FOHE
DOFE AT L CUIRET 2 ITIEE ST, EMERED mWRIEZ X 2 BN DL BN E
Z BTz, SHEE ORI TIE, Z OBIMBHTIZ T EE Oy 2 #5353, miEm
W7 m~ s77 74— (HSCCC) Z AW THEERR T2 Z L2 HIE Lz, WEREIZIRE L
7o, SEAREN ED 215 B DSBS BV T, 75 mLA 7 A CTOHSCCCIT X % Hif

DR TX7-. X517, 350mLY 7 A TOHSCCCIT & A AR 21T 7-.
iR YAE= P LI LIRS N TR Y, i@ d 50l

m IR SEATER ORI Bh#

A. BFEEM

LT WX~ A T@FE (Purple yam color) 1%,
[AfnlE, ¥~ E(Dioscorea alata L.)DHLR )
LN, YTV T VAT ay R
(CAG)ZEHRD ET2HLDOTHD. | LEHRSN
TWE Y Uy s, Va—ART A AT Y —2A
HORMOEBOM, (LR LCERMICHHEM
EINHZERDD. FUMIZAT XA ERAR
GEFRMN RN D) BbDHN, LT Fv~
A RO T RRRERN DI e EIRIE
ERIZETH L0, MEEICENTEY, 80°CT
2 BFRINEL L CHiT L A CIBASCEBFHDOZE LN
2. FOTZOMB TR Z S TR O I
LTWb. £, 7V by T =0 lmicdik-s<
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M tIcExL NS P —FT, BUfE, E
KRB EENHRE ST B 6 A E
DR 128, EVEROERIEIZ OV THAE
Rt Z T 20 ERH D.

Z ZCAME T, L SN DEMR OVE &
SIATATRE 2 B PR AR T b miR ik 7 n <
k272 7 4— (HPLC) |23 ATV F v~ A
FOEOEEBIOERIEOREZBHE L.
TEBHT ORI BME X TR THSD CAG &F
LONMEY)ITHD EZEZTZ. —FHT, CAG IIHE
Ry DAETEC T VIO RIS U CREEE A
fEAET 5. WEEEOMRGFTIX, 2415 % HPLC-
B IRREE B4R (HRMS) ([T m 7 7 A
Vo7 L, Znbidv 7=y rHbr0nE 4=
o ET 7V artToEERTHD Z LN
e 7eoT-. £, T —7 %L



TEEmt7 v~ 77 7 4 — (HSCCC) #=H
W FEES O HERR AT 5 X<, BRI E H
Zi8 U C R gk 2 308 L7z,

LAEFEDRGE T, %E LI Rl ia s k1
T, CAG OHBEERZINE L=, £THDIT,
HSCCC DR A ST D 12012, /N1 T 2 (75
mL %) TO/NFBLZR B A 320 L7z, 0B
MR ENT=72, FW TR T 4 (350 mL &)
Z D TAKRE R 2 320 L 7=

B. MG
B-1) BB R URRZE

LATHXY VA EAFRDOFIK 1 7y MNESL
=3 B LT AR P B S N R R A 5
C2375) % A BRIC W =

A& ) —/L(HPLC H), FEOLCMS H, K
99%), tert-7 hF T A F)T—T L (EREERHR),
1-7 % ) —)VEREFRR), 77 = K U JL(HPLC
M, 7= Bk O~ 7 v v g
GREEEH) T E 7 A L A FEREEL R D & 0
R T=. ARIFZEIC VTR T, 42T Milli-
Q EQ7000 system (Merck fEH) I TR L7260
Z FuN .

B-2) FE
B RFF . A b7 —% METTLER ML303/52
w0 BERE B S T8 Himac CF15RN
HPLC %&£ « S Eir il
N> 7 LC-20AD
F— hH¥ 7 F— : SIL-20AC
2 hr—4— : CBM-20A
T NEAF— KT LA g © SPD-M20A
W T LA —T 2+ CTO-10A
HSCCC % : 7> U pE¥41 %Y Easy-PREP H %!
7> 7 : PU 714M pump (GL Sciences t)
=2 hr—4&— : SC 762 system controller
(GL Sciences t1:)
UV-vis & H#% : UV 702 (GL Sciences #1:#)
777 araly Z—:PLC 761 fraction
collector (GL Sciences 1:#)
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HPLC-HRMS #£#& -
HPLC %&{E 0
Waters f1:ff ACQUITY UPLC H-Class plus
AR 7" . Quaternary Solvent Manager
Z— h %77 — : Sample Manager FTN-H
T F NEAF— RT LA MHEE - PDA el
Detector
QTof/MS #E & L
Waters f1:# Xevo G2 XS
A A AEME =Ly hr AT L—A F Ak
WIT 4 TE—NF
HlEE— R : MSEE— K

B-3) HIEXMRDREED 5 Wi RERIKEOH
U]

BEFLROFAD 1 mL Z#HY, 9mL A% /
— N EMATI0fERRY ZFE L 72, 2D 100
uL ZHL0, 400 uL DK/ A Z 7 —=1/1 {BEV
WRIZEVARL T, AFFT S50 R e LT
HIEICHE L 72, HSCCC O HBERE R S iz > W Tk
5mL Z0E Lo SR b — & — |2 X0
%, 1 mL OB BB THEME L,
BEREEE LT,

B-4) HPLC BT

BEIFIZIE, AR : 0.1 vol%X R /KIATR/B I :
0.1 vol% FEeGH A X /— NV ZHHAL, LLTFIC
IR T MEMIITT, 30 DT E T
7.
717 I TSKgel ODS-100Z column (4.6 X 150 mm,
5 um, ¥V —11Hd)
LC-MS HIE 2B TlE, MS i) 22 5 E
I E T & 5 X 91T TSKgel ODS-100Z
column (2.0 X 150 mm, 3 pm, ¥ —%E8) % Hu
7.
717 LR 40°C
Ptk : HPLC JIZERFE ; 1.0 mL/min, LC-MS JHIE
FF ; 0.3 mL/min
77 v xr b&MH B% (min) : 20(0)-40(20)-
95(20.1)-95(25.1)-20(25.2)-20(30)



i £ 200-800 nm
HEAE 10l

B-5) HSCCC (T & % HigERE R

AHERIREEE LCIX, tert-7 F¥F U AF L
—F), 1-TH2 ) —, TER=FILEKR
Tt UCKRZZRIRL, MU 704 aliig% IR
MUTeb D% HWTe. IEORE FRITR O
D& Lz itert-7 FXR U AF NN —T )L /1-T X
=)/ TR =KV /K/ FU Al
Mg = 2.25/3.25/1.5/4.5/0.01 (V/V/V/V). SFH&T2
Loy L, 2 ReRFRET 5 2 & TRAIHE
XH7-. [EHEE 1000 rpm, MRHFEE R 530nm, i
A 2 mL/min » 5T 4.0 mL/min & LT,
HSCCC Z#3hi L7=. /N T A (75mL%) TO
FRFHICIE 0.1 mg/mL IZFHHY U 7o (8RR O P
R 2 Y, 4 mLiEA L. KB T A (350
mL &) TOARRERIZIT 2 mg/mL ([ZFHE L 7-6
FIFURO FIAfRAR 2 -V, 4mLiEA LT,

C. BREUERE
C-1) /M T 2% AW BEEER ORERR

F9, b L2 ERIZHBV\ T, HSCCC 1T
KD BERS FTREZR OB MRS D AT, /A
T LW PR A e LT ARIEEERIC
BT % HSCCC ~DEEMRFFRIL 20% ThH >
7= X 1IZJFAR D HPLC JlERE R A2 /R, £ 7=,
X 2 121X HSCCC 7 m~ F 7T LE&R$. 530
nm OfEHKFEICBWT, 45O — 7 ZBiS9
DT ENRHRE. Ziub &L, HPLC 12X
DR LTS R 2 3-(a)~ (IR T. 7T 7 v
a2 No. 3WZiFEMDEEZONDE—T 18
WH L=, —FT77 733> No. 1 LR21(Z
FE—7 1 L0 HEENT 2R RBO B
7-. 2D Z &iX, HSCCC 2 L DBk, %3 L
HWiFH HPLC & IR O TR %2 & 5 o) Tl
MW EERB LTZ. 777 v a3 No. 4121
v—27 150 HPLCHEHOBEWE—2 2 &%
ZBNDLEaNmE SN, —FH T, JFIRIZR
DONTREIRDE—7 31, ZhbD7T7 7y
3 NIFEENTE LT, BEEM~OEFNE
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2oz, T, EERZENT57-DICK
BT AW REERERICE L CTRETE1T -
7z

C-2) CAG 1Z#EF DA KRR

C-1 ORFHERN DARITIBNT, A7
HERERINRE L B2 b2, OV TKkA
T Nk DT BB R A S L 7e. ARSI
B EEFRERRIL 67% T - 2. FTEARIED
BELE 20 5L, BT LY A XEEHELTH
24:C HSCCC % %l L7-/5 %, HERE—7
X1 DOH U HERTET, EEHICEORRE
DEOFENFRIFE LT, TZT, IT7 LEBOBEM
T DN BN A E X, iEHE 4
mL/min (2N U R 21T o 7. 2 DR,
TEAREFRIT 57% TH - 7=, FEH O HSCCC 7
0~ 77 LB AT, NI T LORERE
FRRIZ 4RO —7 21572, Znb xR T
HPLC-HRMS (Z KV 734 L7l R A X 5-(a)~
(IRT. DAT LORER Ll L7zR, Rk
DO\ E 72> TWDB T E RS o 7=, Fik 4
mL/min (2B W TH E—2 3 DREEH~DEE
NEZ N8, [EEH%Z RN L T HPLC-
HRMS 7041 L7z, — 5T, K 7RIS 4%
E— 7 3PS DR S EAFE L TV D 2 & D3RR
SNtz ZOZENG, B—7 3IEBEICEH T
BEHTHY, BUROFEAETIIHRHEENRE
LTV ATREMEDS RIB ST,

D. &

AWFFE T, WEEREIZHE L7- HSCCC 12 k&
5 HEERE RO S 2 VT, EERIC CAG HEH#E
S DERS ARIT=. HIDIT/INI T 2% W TH
MEATSTMER, 4 RO —7 2870,
AU 51 HPLC OEH 3B OB H T, &
WT, KA T LEHAWTRERIZRARZ.
A 4mL/min & U72If, /N T A L [RREOIE HY
BEmEHET, ERYTHLE—Z 1 LD21I1CD
WTIEEME LN ESRTE DI ENRBIN
7=. —H5T, =27 3IOWTIFHROEAR
TIHHRHBRENRRE L TWAAREEREZ DS

(Y

t

i

=

=



nic. SRIITROFE THIEZED T <.

« CAG i (B—7 1, 2) O KON NMR 2%
W2 K DREEE.

- CAGflifh (B—7 3) OHBERERISMED JIE
L.

PLEZREIL T\ Z & T, [EMEN-EHENE
DHAHBLAT XV~ ETREZDODEMELVNESR
HIRIEES R CE b L EZD.

E. &R
1) % 6 BRI B /U, HARRSEIN
W (2025).

2) QiuP, ChenJ, WulJ, Wang Q, Hu Y, Li X, Shi
H, Wang X. The effect of anthocyanin from
Dioscorea alata L. after purification,
identification on antioxidant capacity in mice.
Food Sci Nutr., 2023; 11: 6106-6115.

F. HFZiEEE
1. FRFRFE
L

2-1. G SCFE R
L

2-2. ¥8F
L

2-3. BATAR
L

G. HABMEEMED HFE. BREIRD
L

85



Response

0.2
(x109) 1 530 nm
0.1
2
O e ——— > . J
-0.1
10 12 14 16 18 20 22

Retention time(min)
1. BHRIFRD HPLCJIFE Y v~ k7T A
B & 13 530 nm
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786,433
736.433
686.433
636,433
586.433
536.433
486.433
436.433
386.433
336.433
286.433
236.433
186.433
136.433 4
B86.433
36.433

-13.567 1 2 3 4
63,567

-_— -_— - _—

10

E(my)

-113.567 . . .
0 20 40 60

T T T
a0 120 140 150 130
B Cmin

2. HSCCC (T & % 53 Bl D Tkt et it S
R LD T 2L 75 mL &, [BEEEE L 1000 rpm,  FE# X 2 mL/min, = OFRFO[E EFH
PRFFRIT 20%. MHIERIL5300m & L, WA H72XE (No. 1,2,3,4) %57
L7,
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(a) (b)

Response Response
000 | X% ]:"10 0.00 { X% ]:”0
0.07 A 0.07 A
0.05 - 0.05 -
0.03 A 0.03 A
13.3
14.9
0.01 A 0.01 A
| A 1 N\
v —o T —~——— Y T — )
20.01 ¢ 5 10 15 20 0.01 ¢ 5 10 15 20
Retention time(min) Retention time(min)
(c) (d)
Response Response
13.0 4
x105 0.98 x105
0.9 -
0.78 4
0.7 A
0.58 A
0.5 4
0.38 A
0.3 -
0-18 1 14.0
0.1 A1 L A
T T —.—A — -0.02 A T T ™ J
o1 ¢ 5 10 15 20 0 5 10 15 20
Retention time(min) Retention time(min)

3. Hifftkstlo> 7 5 7 3 5 o 0 HPLC 4T 5
(a) No. 1, (b) No. 2, (c) No. 3, (d) No. 4. # i E1% 530 nm.
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FEE(h

115 2 3 4

L IR U I I IR ML LI S S LI I RS S SLILR DL IR I L I RN I I L I R
O 10 20 30 40 50 &0 TO B0 S0 10D 11D 12D 13D 140 150 180 170D 18D 190 200 210 220 230 240 250 260
BFfE Cvin)

4. HSCCCIZ & D LT ¥ F ¥~ A EAaFEDAREH
R L7207 203350 mL 45, B3 1 1000 rpm, i1 4 mL/min, Z OO EE
FEORFFRIL 57%. M RIL 530nm & L, WO HA-XE (No. 1,2,3,4) %
LT,

89



(a)
Response
7.0 4 (%10%)
6.0 4
5.0
4.0 4
3.0
2.0 A
1.0 A

0.0 T .
0 5 10 15 20
Retention time (min)
(c)

Response
6.0 - (X 105) m/z 817.2230-287.0630

0 /

4.0

T N

3.0 A

2.0 4
‘MWMMM W
0.0 r

0 5 10 15 20
Retention time (min)

T N

(b)

Response
1.8 7(x108)
1.6 4
1.4
1.2 4
1.0
0.8 -
0.6
0.4
0.2
0.0

m/z611.1623-287.0546

m/z979.2789-287.0569

Retention time (min)

Response
3.0 4 (x10) m/z787.2090-287.0563
25 | v/
2.0
1.5 1 m/z 801.22445271.0613
1.0 4
0.5 A
0.0 M, Y ? A ]
0 5 10 15 20

Retention time (min)

5.9 L7=72 273 3a>®HPLC-HRMS 7 i~ K 7' F A
(a) No. 1, (b) No. 2, (¢) No. 3, (d) No. 4. / A ZADEELZPRT DT OX—AE—2 A F
< NTT ATTER.
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Response
1.2 7(x 108)
1.0

0.8

*
m/z 801.2068->301.0670

m/z787.2092->287.0580 \

0.6

0.4

0.2 __J

0.0 . .
0 5 10 15 20

Retention time (min)

6. HSCCC 4y Bt O [E &+ EMi o HPLC-HRMS 7 i~ ~ 7' A
A RDEBEYRTH-ORXR—A =TI A A r7a~ 87T AITEMR. *:530nm
WCINEE L CTH Y, CAGETIIZ2WEEZLND.
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B AL A SR YERL I TR A B 2 (R i L B R AR TE )
BEAFAIN O (B HERR & S 2 0 TIEBIFE D T2 OHFIE
(23KA1012)

TR W
SIMTIE K OGRBRIE D BRFE IZ BT 2 W4t

AT HLRDT o T % DO FIECET 2058
K AART: AEWERBFE Ronbi R

=,
7IN

e

MREEE AWF5E T, BEFUSINY O R B RBIE OISR L O Em B2 B E L, oy
HE D REIETH DT HLEXBIT, BOBKICB T L7 8 T% 7 U aiiEOmMSIICE
T AR AT o7, SEEIIVEREEICS X 55X, BiLEEOLE, K2, HEREOM AL
WOBLED, MHEEE L THESH TWA 7 o a kL AR AHHIAEN(Y 7 oo 2 %
>, BEE = T W) O M 2 IINEIIGRER IZ K U il L 7=, £ OREE, SRtz B cHW =5
&, B F LTI 7 e eV COEEPE LIRS, P 7ua 22 o TlE7 4 F o
[ DAB R PN AR E & v 3 & & BT, —HOWEXSRYE CRSDBE KT 5 Z L R S
. 2TV mm A E o THIE, BT THIE U, SAEE 2RSS m BN ek
L CRRBRVATE 22 R 2 Be Pt IR A B R L=, AfiHiEIc XY, o7 hTahor s %
J VR B EEROREEEZ S > THHAEETH D Z & ANERES 11, JECFAK O FEYEfE

(0.5 mg/kg) |23 FH ATBEDND 7 1 v s )L A &l U 72 WO RTALERE S ST S v 7.

A BFZEEHB

717 T AIEBEAF IS I 4 EBIELL H U A
MINE SN TV LBEFRIMO—>TH b,
R ZEAl L L CRAEEITB W TAL
EhTnad L —J, RN AEs
BEOBEICLEREND [/, Ny

DIFEELYE ] ISR DD AARFIETH Y,

BUK Tl B ARSI = DMERL L7228 5 iR
BEAETRINY B B I HEHL L CHUYE S -l
SRS LT D 2SR, BEAFIRIN O SV E il
REOEOZEMER L2 A E LT, filx DRE
FERINIZ B3 5 Bl oy Bk O R E I N & i
W N EE~OWE N ED 5N TEY, v
T A BT HOWNT SR IEEDO R E R R MR
I8 & EA~ DI [T 72 M T h T
W5,

T2 7 HAORF - Bk - KEIZHOWT, BE
FRMAENEG B Y A MaE A8z
A 7 W KX (Cassia tora LINNE)DFf - D R HL
HEMREL TELNELOTHD. ERDIEE

92

W THS. | LiddlcshTnsd . Lo, X
JFHE OFE T H AW E L TT v hTF
VHENGENEDLZ RN ML TERY, fET
BICE>TIEBSEFICT v FT% 7 VEPM
BT D AREVER B D . FEBE, JECFA DAL -
£ #fr FF ffi(Chemical and Technical Assessment;
CTA)TIE, B THEFHOT » NT7F 7 N
FTERBERMY THD Z L RO TREIC
FXOT U NTx ) VEMURISND Z &R

ENTWD . ZoX ) REENEEIN DL
B EEH LS BMIBIIZ OV T, Z4
PERECR OBLRN D, Y725 R E O E &
TN Z MR LG 2 0 iriE DR AR R TH
5.

FAO/WHO £ s 59 5 2 55 (JECFA)IZ
BT THLAOHETIE, 7o 8 F7F%
M(zeYy, TRZTEVY, LAV, 71UV
Tr U, T4 A ) DOREREE 0.5 mgkg
DTFEHELTHS YK 1). [RHEORERET
L, 7>V b o% ) VA7 v/ ATHIEL,



NE®EYE L L TH v bnr (8
dihydroxyanthraquinone; 1,8-DAQ)Z H W %
HPLC BIC KV EEL, 74 NFAFT— KT L
A HEEEZ VT 435 nm TR+ 52L& &
NTW5B 4 Lizh- T, ENBEOREICHIT
T, HRXHLUE(E(0.5 mg/kg) % fife S22 FFAM A 6E
TR NTE DM N BB/ FRE L 72 5

—J7, [EWNBEEOREIZ AT 728 E O
28T, JECFA JEIXRTALEL I O HPLC 4RI
MEZAETHZENRHLNERD, BB LS
BIZHRICAIT TGt 2O TE 2. R
AEE L, BB TTHWO D 7 ra kL
LOEHANRETONS. ZoakLaid, E¥
Fr DRV QBRI AR OBLE NG, ROFVE T
~OERERANTHZENEETHD., £ZT
AWFGETIE, BT HLFOT o vT% ) 8
IINTEDRENT 2 BEY & L, JECFA BLEE O3 #Tik
ZEMRE LA TROWR 2/t Lz, B
RANIZIE, A EFREEOM R OBLSE D & AR
RS 7 v a A 2 v, BT V) O
FMEZ 55 L, JECFA #ik% D FEHE(E(0.5 mg/kg)
(23 RTRE 2R AT AL YE D FESTIZ D W TR L
7.

B. ®FZEHL
B-1) BB R URRZE

H 2T B ACEEE S C2395) 1L [E T EHK A
St AERFTEAT AR L 0 Tk
Wiz, =E®VY, TuTTEYY, LAY, VU
UY 77U, 74 Ak, AR T ERR)
fZ -, Z 2 b r(1,8-DAQ)E, BT A
Jb LFEHERER) L A =, 2 O o3RI
mEER s a~ N7 T 7 0 —HE IR E
e Ayl

B-2) FHiE

ST HPLC N> 7 LC-20AD(ES 7 ¥
T b)), F— 7T SIL-20A, BT LIE
A% : CTO-20AC, ZEMii#s : SPD-M20A,
iR DGU-20A3R, ¥ AT L ha—F
CBM-20A, AT — X WLEE v 2 7 A
LabSolutions((££) &8 BL/ERT ).

7 B K BM220(BR)=— - 7 R -7 A

93

)

+ 2 I 7 v KM : AUW220D
AP125WD((££) B B ERT L)

0 oy BERE : 5220(A R H R (R & OY
MiniSpin(= » X2 KL 7 i)

F—7 > ¢ DR-22(v~ FEFERR)E)

VSO

B-3) JECFA (281 2 RIAEEDH B
B-3-1) RERFE OFBD)(HhHHAELE L Lo mm
RVAFEZIIV 70 A X o2 EMTHEHAT S
)

WA DR FHI IO &, JECFA Monographs (Z
BIFLHT LB THES R TWD T
N7 VHEOHTEORBRIE R O TIE
(Sample preparation)([¥] 2)% —HeeZ L CTHW .
T72bb, Wk 4.0g 2 IEMIZED &£V, 2mol/L
Wilg 100 mL 20z T R 0 IR 721, 103°C
T 1 RNV L 72, | E TmAEI%, NEYE
BHEA DB L, Zaak/ s 100 mL 200
R CHRIR B A AT o T2, §RE®R, ALz~ b
a v EEET 570, 2% S0mL FiELE
(253 7E LTy BiE(400 X g, 547, 20°C) 2470,
TR earva@zEgiiLz. LElciE
suaufR/VihENZ, FEEOHME#EELZ X 51
CE#EDIR LT, B O TR TOTE( =
a2 ARV AJE) G CEE N CIREEAEEL
7=, FREWIZA L ) — VI ZEERAAE L,
AW %33 Doy BE(10000 X g, 245, 20°C)IC &LV
PrEL7%, EEEZAHX/—/LT2mLIZER
L7=bDaERBRIRIRE Lz, 7ok, YZ7nno
g o tEs e LR 2581, Eito
FRBUNPR/ A==\ VNS Ve /a= I = 3 O SV Nl i
oz, [RAR O HH#BAEZ 1T - 72(K 3).

B-3-2) RERATR OFABLQ)(h HHIALE & L TR —
FL &M CHEAT 2855

RIS IR OFHEIE, A B-3-1 OBEAEFIAIC
WL Tz, 72720, MR EEE2 7 ook
L (EEEH) 1.48 g/mL, 20°C) 7> & FElig = F L (L&
#10.90, 20002 E L= Z L ITPE, AHE N
TN B L b, fitEEZLLTO L
BOERELE. 37205, ikl 40g 2 EfEICE
D LY, 2mol/L Hilg 100 mL % il 2 T HR D



R 7-1%, 103°CT 1 KNV L 72, =i £ T
iz, NWEWME RS OB L, Big=F v
100 mL 2 X TR 21T - T2, §fiER, 4
Lz~ iya & BT 5720, 2E% 50
mL 2L 207 L Loy BE(400 X g, 547,
200) ATV, BEEER T FVE) BRI L 7.
TREICHENBTF L2z, RO
XD VIR LR, BonidT_To
LB FVE) E A T T TR A
BELE., BREWICAZ ) —)V %N 28BS
L, R az00BE10000 X g, 247, 20°C)
WZCEVBRELR, RiEE A X/ —/LT2mLIZ
ER LTob O %2 BREiK & LT-(4 4).

B-3-3) RS OB HhiEEE LTy m
0 A A OWERE = T L % BRI A
THHEE

gL LTy 7 e 2 2 v R OB T
NEGHT HE, Yr7aa XX, RWTHE
fit = T )L DA T B FERN IR L 21TV, BIR
B X a R AT T, T L
MBRIA E LCRRLL7Z. +72b b, ikl 4.0g
ZIEMEIZED &V, 2 mol/L #if2 100 mL % 1z
TES IRV B, 103°CT 1 BRI L 7=
FE TmAE, NEWME A5 2B L,
vruauAX L 100 mL &N x2 CRIRD B 21T
ST, HER, Bl Ly g UEENET S
7o, A% S0mL FiEIE 120 LTy
BE(400X g, 5457, 20C) %47V, TRE(TZ7aa A
ZUYEBRILLT. EBICHEY 7an A X
N, FEEOHEIEL S I 1RV IRL,
BohldIXToOTEETZ7an A2 U EEs
DETHE T T4 HE Lo, IREmIc A~
J =V ENZBERAEL L, R % im0y B
(10000 X g, 247, 20000 L W BRE L%, BIE
AKX ) —)LT2mLICERL,
INERABRAR 1 & LTz,

Wz, Yrun X Z Al DR RO E
JBIlZoWC, FEfiE—F /L 100 mL %00z TR
Sl EITo 1. FE%, ALz~ a sk
fiEE T 578, 8% SO0mL FiEILEIZoEL
T Loy BE400 X g, 547, 2000)&1T\, b= (fE
fe F V@) 2R L2, TS HERER T F /L

94

A, RO EEZ S DI 1RV I L,
Boh=T~To LE@Eim T/ Eaxabt
TWUE N ORI 2 JRME L=, Ewic A % ) —
NN ZBEWAF L, R &= L5y Bk
(10000 X g, 247, 20002 L W BRE L%, BIE
AKX )= T2mLIZERL, iR
W2 & L= 5).

B-3-4) FRBR¥EIK D HPLC 34T

FHEL L - RBRIEIRIZ OV T, WORIESH%
FVHPLC 53 217~ 7-.

775 2 : Unison UK-C18 (4.6 x250 mm, ki 7%
3um, A U F 27 MEK)), T LR 40°C,
R E © 435nm, ¥ : 1.0 mL/min, &)
FIA:01% NY 7vA o Feie/KIRE, BEH
B: 7 hr=FUJ, S5 FEME0
min(10%B)— 60 min(100%B)— 65 min
(100%B)—65.01 min (10%B)— 75 min (10%B)
[60 min DARRIEZ A 7 2860 K OVEirk], 1HEA
& 20 ul

C. BREUVERE

WEAEE & COMFHIF T, JECFA I THIE
SN TV DETLEL T, BRI O &HE3.5 I
7226 1K), i EFOE N B 5 3 [H]),
D BEERE DB~ LY 3 DfFE) D
TN D0 E 72 o7 (K 6). SFEX, AER
oMM K OB S22 5, JECFAETHE SR
TWAHIHIALL 7 o b kL A ORERREE %
FNTHZEEFEMEL, Yranm AKX KO
= F VA AEATAE S LT, = OMERE A RINR]
IERBR X0 FEAf L 7=,

C-1)&fHHEH 2 B ¢/ L 723858 ofhH
ZhER DR

B-3-1 XU B-3-2 OEAEFNAICHE L, HIE 5
WMEsSHE(ToTEY, LAY, TEIY,
IV Ty U, T 4 VA ) OY JECFA T
INEEY)E L L CHESNTWS 1,8-DAQ
T, BT HAEEIZEML, wANEYEER
m=3)Z1T- 7. IIIREELE, JECFA Iz
L7 NTx ) CHEOBEE EIRIEO0.5 mg/kg)D
10 5 12FE 3 2 IR BE(S mg/kg) TR L 72, 7o s,



(A =R} OFH R AR Z2(RSD)IEL n=3 DIE RS
RS REH L., ZoEELER 1 1R

o hEwHNEgGE, TRV
DO E FE X 87.4%RSD : 1.1%), L A %
84.1%(RSD : 3.2%), TE 1% 83.7%(RSD :
2.9%), 1,8-DAQ % 82.8%(RSD : 0.7%), 7 U
7 7 UBEIE 76.8%(RSD : 0.7%)TH Y, b
SAEEIT TG [EIERDS T0%LL Eajiti7e L
7=, —JF, 740 67.4%RSD : 2.8%)IZ
EEF, BICENS 70%% FlEl>72. Liziii-
T, JECFAIETHESN TWADH 7 rafR/L L%
WD EMETIE 7 4 VA v oRIR B o4t
AWK T 5 2 E R &z,

vrun AR o EHnEEA, TRTOMRE
WCEIE 70%LL EZ R LTIcb 0D, 7 4%
AL 3% E MO/ EY & g L TIRETH -
72. £/, 7uxxET X 1,8-DAQ Tl RSD
N 6%EEz, ZaakLhrEZHnWEse Lk
L CIE O E N KT 2HA 580 bz,

Wi~ F L WG s, TR U %
br< SFEOILA I BT 72 [BIER OV T RS B
oL, —F, 7TaxxEY U 3ENICERN
41.7%, RSD 78 22.3% & & L < &<, HEE K UNE
FEOBLENORENRO N, LEXD, %
BRIRBEOBREIZHT-»> T, ()Fi=T 1% H
W2 S T AREI YD EWRSD 2R L2 T
0T E Y AZOWTEINERO M E LR E O
WEENDLZ L, () V7 ra XX BV
RIZ T, HIREINTH 5727 4 A D
IR ZSGETDH 2 &, (i) YZ7un XX %
FAWEEIEIZ T, Y7 un 22 e &
LA —MAERNRME CRO bhziX
5O X RSD)YDIEJkZ T X T /=9 & 5, #IE
SO D REPANLETHD Z &
DIRIE S 7.

C-2) U7 mn X F RO TIN5 BRERN
WA L6 OB ORS
AITECOMFHZ LY, MR & U CHfE =
FNLEHMCHERLEZSAICIE T oY
VORUENE LKL, YZ7un A X ok
MTHH LESEAICIT T 4 A v DRI RN
FES AR 27"~ & & BT, —HBOHEIE x5

95

Y)EC RSD 2MERT S Z EMREE L CTHER
SN, TNOORJEEZIRT 5720, Y71
0 A XL FERR = F L & B PSR 9 A il
HHEIZ DWW T, IRINEIGRERIC L 0 2 024k
RIMB L2, B, BT HLEE~DOT vk
Z % VIO L, BiTE & FERIC S mg/kg
& L, B-3-3 OEAEFNRICHEN BRI IR 2 7
L7, BRI 1| RORBRIRIK 2 D7 v~ b
T LERTIORT. £, R 21T L 91,
FALEYORIR L NRSD X, TR TE Y
1% 92.2%(RSD : 2.2%), LA 1% 90.2%(RSD :
2.1%), =F ¥ 1% 94.3%(RSD : 1.8%), 1,8-DAQ
% 96.4%RSD :24%), 7 VU Y 7 7 i
95.1%(RSD :3.6%), 7 1 A 1% 90.0%(RSD :
4.8%)ThH Y, it LT X TOIEMITIB N T
[ERIE 90%LA 1, RSD A% 4.8%LL T & EJE,
FEEL LICEETHDZ EAVHH L.

A BB AT, JE R Oyt ZE (R
ONT XY, BEMEA~OSECEEN LAY T L
WCHRRDRICER LIEBIETH D, T72bb,
FPFVraa AKX N L o T H I BUK MED
mlvrZau AR U BABITLOTWEEY
AESEHCIEIN L, F0f%, Y un XX U h
% bR T 2{bEM%E, Bil—T iz
X AFEHH TR Z Lok, BEMRET
FE AR5 & 72 0 T Vb AW & e
ICHIH TE D HAREORMTHD. kLY,
Trmn AL R OERRS T T VO BRER 72 4
Hix, BT L OBMEH CREE /o727
1T E Y OAREIE K OV ORI OY
WZyzuan A2 o OHEMEHCRIEE o7z
7 4 A ORI 22 B OK T KON
IEEWIZBIT DIEL XK ZFEICHKET
x 5 Z & »n Rr & &

Wiz, %7 v N7 % L ¥H% JECFA BIkgIC
BT 25 _ERRAE(0.5 mg/kg) CHIMLI=H o7
7 LG, KRB E O 4 A S 6
(R L 7=, iRBRIAIR | R ORBRIAR 2 D7 1
~ 87T L% 8, WIMEIGREROME R 2 2
AR T. 7TrE Yy o R EX
78.0%(RSD:2.9%), L 1 > IZ 85.6%(RSD:3.2%),
T V0L 84.1%(RSD : 2.1%), 1,8-DAQ I
88.5%(RSD : 2.5%), 7 VU YV 7 7 v &I



88.6%(RSD : 0.6%), 7 1 >4 /1% 81.5%(RSD :
32%)TH Y, Et L7 T X TOLEMITEBNT
[E1UC R 78%LA L, RSD3.2%LA T &, B K OVF
ITHREL BICREEFTHLZ ENHB L. Uk
DFRERIN G, ARBPERI AT JECFA BT 31T
%5 FIREAR Y DR EZ & I B W T
b, TV NTX 0 UHEE B Chil T RE
THDHZENRHLMNE T2,

B, REMHHETIE, Yo x 2 )E
K OVEERS = T Vg D> B 15 O AL 7=l P i 1Rk
AP RM L, RBRARE AR L7k,
HPLC Z#Ticfit L7z, Z OEEDOIRMLE LT,
W D Fh IR 2 5 L CIUEIRME L AR
WERM L7256, £3ORTX9c7r
TV DOEILERN 432%IC KIEIZIE T L, 72,
RSD & 27.8% & & L<H#KRTH Z LR S
EZENRETFOND. ZOEILROE T KO
RSD DOHIRIZ, FhHTEIK OFEA LIRS
FAMBNDOEECLVELAEZZITDHZ LI
BRKT b0 EHERIND. LEEn-T, KRB
B BB AIZHT-> TE, SHEEENSZ
AVENMST U - BRI R 2 i3 2 2 &3,
MRS FE DREAR D 5T, RAJRTH D Z &ﬁﬁ%
.

D. #&im

AWFGETIE, BT HLAFDOT N Tx% ) v
BNHE ORI 2 B & LC, JECFA ks D5y
Wrifz i b L-piiE O B 2 Bat LT-.
BARBIZIE, 7 v ok sOfRERAS S L
Ty 7 mnm A X Kk OFRT T & R it
ELTEEL, IINENGEERIC LY 2 o HE

ZRM L7-. ZORER, SIEBZBEMCHiH L
7258, ERRWEDO—EICB W TEE £/~

TR E O CRBENRD b, 2 b o E
AT D720, vruana A& 2k OEIBT T
IV % BEBERONTAE 3 2 fill VB (BB HH %) & 8
T2IZERL, WMEIGRERIC L > TEOZ4ME
M L=, WRINEE 5 mg/kg(JECFA 78 EIR
ED 10 52 TOMFHIIBNT, KREFEHhH
EIZ L0 R U7 BRI T, METLe2 6
LGN EXGE 5 F M QAR HEY)E 1 FE)
DAL R 90%LL E, RSD 73 4.8% LA F & 720,
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HEKOEEL GICEHFTHL Z ENH LN
Lotz & 512, JECFA Hikk D7k 8 FBRAE 0.5
mg/kg)FH 2 DIRMIREE TOMFHIB N TH, &
LAY OEIRIT 78%LL F, RSD 1% 3.2%LL F
ThHY, YHRERICBT 2 B mHiERED
RSN Fo, ARBEMERIHIEORE IV T
X, Y7 ru Xy oE R OEERE T V8 ORI
WA AR TICENZ ML L CRUERAME L,
BRI 2 T 5 Z Ly, THiI%Vyw

ERIZB T 2 EE M ONEE DR D T2 DI
AR THDHZENERSNT. LXKy, KB

B HVEL, 7 e R LA ERET, hiT
HEFROT v T X UHHE BIFRERE R
FEEE % b o THIH S I RE R B2 2 FIETH D
ZEWNEEREE L.

E.3CHR
BEAfFRIn 4 IS B Y 2 MERE, B
KELINDHEBINE B SR, # 0L, H
ARSI 12 (1999)
% 5 BRI B R, B ARG IRIN
M= BANE B Sm. F UL, BARLEIN
Wrlhe(2021)
Mahungu S M, Meyland I: CASSIA GUM
Chemical and Technical Assessment (CTA).
Submitted to JECFA (dossier dated 4 Dec 2008).
2008.
Joint FAO/WHO Expert Committee on Food
Additives (JECFA): Combined Compendium of
FAO JECFA

1)

2)

3)

4)

Food Additive Specifications.

Monographs, 2018; 22: 15-21.
5) Genovese S, Tammaro F, Menghini L, Carlucci
G, Epifano F, Marcotullio M C: Comparison of
three different extraction methods and HPLC
determination of the anthraquinones aloe-
emodine, emodine, rheine, chrysophanol and
physcione in the bark of Rhamnus alpinus L.
(Rhamnaceae). Phytochemical Analysis, 2010;
21:261-267.
6) Locatelli M, Tammaro F, Menghini L, Carlucci
G, Epifano F, Genovese S: Anthraquinone
profile and chemical fingerprint of Rhamnus

saxatilis L. from Italy. Phytochemistry Letters,



2009; 2: 223-226.

F. R R
F-1) &%k
F-1-1) %%

1)

2)

3)

4)

5)

6)

7)

8)

KHiSE, 'TH-QNMR (2355 < FH%fE /VIE %
7o & B RSy o ATiE O fifer, B AR
FALEE P AR 203 RIFIS T VAR Y Y
2, 2025 4 11 H (E5)

HIEICEL, JIARRE, A B, KRE,
WIEE, 75 v 72 v —H K PME O
B X VERERMS ) ORE, /B
F 2« PMF #2256 8 [BI"#HR 222, 2025
11 A @R

ZHBT, NILEIT, EHEF, PaRE
+, MRERE, M, KWS:, W,
MEFRESE, BT, s HEAE, B,
HiEA T, ACREIGE, FBRNT, EARHE
1, BT ORGP o HTESEZ [
ToRRETCRTN 6 4R, 5 62 [ml R E# A by
Bt 22, 2025 4 11 A (BES)
(LI A —, YangLiu, Carlos Amezcua, K
=, MEEEK, ARLFng, EREH, KARE
17, KA, FHXE VR (RMS) 2 U
1o E BT iE O EHEEBAEASOY L D 72 D
ERE L FERER, 25 7 [0 H AE & NMR W40
L, 2025 4F 11 H(EHE)

AlSEsE, mEM BIRS R EET
T A, R, KBS, ZHE,
IRFRTL, AZAREMR, 2 7 [BIHAERE NMR
WFFEE4E4 2025 4F 11 H (B E)
AEREL, AR, # Bz, KRS,
RS, "H-qQNMR (2353 < #H5%f & VT
RMS)&E W27 F w7 2% — kAR
UARFTT7IROOFH LC ERE, B
7 Bl H AR E £ NMR #2844, 2025 4 11
A E)

BB, Vepkrniad, RIISED, &l
Dh, BRAEERS, AR Z, KBS, 25
B, TUOTAY REEEET DI~ ML
USREE SR OBRER, & 40 A H R T < B pa
22,2025 410 H(&EI)

KHSE, FEXFE/VREZ W 7Y

97

7 7 LA LCIEIC K B85 BEE R4 45 Hr
EORENL, ARSI FES S 7THEES
T4, 2025 4F 09 H ()

9) AR, mHANY, BRS, BEHET,
TR, EElREE, RWS:, ZHET,
REREL, RAREM, BHZ — L EBFERHY
DEFR LRI X 5 B, AAR
s TR BN T AR AN AR 23, 2025 4F 09
HCER)

10) BIES, BER)IITHE, ARSEs, BREHE
+, B TR, mEARE, SRErE, K
&, WEE, ZHEC, EARER, ¥—L
B ESBSA BMEROFEIEIZRIT 72
B & Mt B ER R A S BT 7
OYOLX 2T M) =P A AT 5 —T
L, 2025 4 09 H (B E)

11) BB, TR, RINEED, WL
Dh, BREERS, AR Z, KBS, 5k
E, ORI~ DERRY T ) —
MBS U RA RO, BARRMEE
2 5 31 AR R4, 2025 4= 06 H (1867

F-2) im XFER

F-2-1) i X%

1) 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; gsaf099.

2) 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.



OH O OH OH O OH OH O OH

oA I D on o

(0}
Emodin Aloe-emodin Rhein
OH O OH OH O OH OH O OH
409W 409
Ch hani id . Danthrone
rysophanic aci Physcion (o)

1 JECFA BU& THUE S 4L T 2 0 riE O RIE T S E (5 1) L O AR HEM

DAL A

Fawslt

4 g)
— 2 mol/L Hili# (100 mL)
JNEY 103 °C 1 KR
— Jonodk/lA (100 mL)
EOAYEE (400 xg, 54%)

TE L)

— okl (100 mL)

LB (400 xg, 5%))

TE L

— 7 ook /lA (100 mL)

Ly HE (400 xg, 54))

TE L

P [
— A% /—/L 2 mL)

| stmmw |

2 ARBREIR OFRE FhHa e L LT/ m e AL A2 BT 256
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Akt

4 g)

— 2 mol/L Kili# (100 mL)

NE (103 °C 1 WERH)
— oo A% 100 mL)

EOHEE (400 xg, 54))

& L&

X 3

— U/ nunAHXL (100 mL)
HOHEE (400 xg, 54))

T =
— /BB AKX (100 mL)
EODEE (400 xg, 54))
T LJE
Tk 7 [
— X% ) —)L (2 mL)
BRI TR

REEIR OFRE L e LTy 7 ma A 2 2 MR T 256)
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Akt

4 g)

— 2 mol/L ffii8 (100 mL)

ME (103 °C 1 WD)
— R~/ (100 mL)

EOEE (400 xg, 54))

Lt &

— FEfE—F /L (100 mL)

EOEE (400 xg, 54)

I |
2 T

— R F /L (100 mL)
mOSTHE (400 xg, 54))

I |
I T8

Tk 7 [
— A% /—L (2 mL)

BRI

BRI IR O R TE (Hh S & U TR~ F L 2 B TR 2 58)
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ket

(4 g)

—2 mol/L Hfifg (100 mL)

JNEL (103 °C 1 REf)
— 7o A (100 mL)

ELEE (400 xg, 5%)

TE &
— 7B A% (100 mL)

L HE (400 xg, 54%)

TE LE

—E’F@z‘%:ﬂ%w (100 mL)
wOAEE (400 xg, 54%)

TR P AR
— A%/ —/L (2 mL)

ARV L FEf=F L (100 mL)
OB (400 xg, 54%)

)= TE

TRl YA
— A% J—)L (2 mL)

BR A2

X5 FREREIE OFEE
(A Ly 7 an 2 % 0 RO T L % BRI R T 2 858)
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B
(4 g)

— 2 mol/L fiif® (100 mL)

MR (108 °C 3.5 Wl [ A L7 OAAREE < 3.5 IEHI—1 )

— 7/ R/l (100 mL)

S L1 @) (IHIa - 1 [51—3 o)
=) =)

T LB gL 8@ Guommideomn - =< s L omis)
50 mL £RI

TR L[]
— AZ/—/L(@2mL)

ABRTA I

6  JECFA Monographs (ZE T D7 H A THESN TWDH T N T7F% /)
AT IE DO FRBRVE IR O FHBLEN NS RERE & COMGHI B W TEE L7z

(a) (b)

(MAU, x10%)
IS
1
Y
*
>
(mAU, x10%)
I
1

7 T NTRVEPEINENT S VT T AESINEE - 5.0 mg/kg) XY
BEPE IR L 0 AR L 23RBS D 7 a~ b 7T A
(@) : RBIER (Y7 mu A& gk, (b): RBRAER 2(HFE =7 Vg H k)

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

(mAU, x104)
-

1
(mAU, x10)
i
1

8 T URNTXRUVHENRIMENTZATT HAERIMNEE 0.5 mgkg)k v
By iEIc KRR L 7= RBAR D s v~ 7T A
(a) : BERVAIE (7 mm X 2 U J@RK), (b) : BRBRVAIK 2(WERE — 7L I i1 k)

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

F 1 FHHEEZFEICHEMN LGB E07T > 8 7% HEORMEIGUR O

it F(n=3)
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 3.4 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

e T N T VEPISINE NI T B AR 5.0 mg/kg)
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£2 vrauaRAX U ROMBRT TV EBRBEOIER LS E607 > NI % U
DENNENGRER D#E R (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 25 96.4 2.4
Chrysophanic acid 88.6 0.6 95.1 3.6
Physcion 81.5 3.2 90.0 4.8

£3 Vr/urAZ U EROFBIFVELZRG L CGREBSK 2R L2560
7 v b7 CEOBMENGRER O R (n=3)

Recovery RSD

(%) (%)

Aloe-emodin 43.2 27.8
Rein 91.5 24
Emodin 93.2 2.1
1,8-DAQ 92.1 3.0
Chrysophanic acid 91.8 1.8
Physcion 85.6 3.9

e T N T VEPISINE NI T B AR 0.5 mg/kg)
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i E R ER AT R R MBS (R BRI EE)
BEAFIRNINA) O B e IR & 9 2 0T BB S8 O 72 8 DR
(23KA1012)

TR  WFFEo R EE
OINTE R O BRIE D BRFE (2 B~ 2 AF 5%

PDA i His DR IE LS WA 0 72 8 D Bttt

WHoEsy R dhE R ESLE A R AN SRR AR AR E

[

MEEE

AW BT E X, BRI O Ak 7 F 7B R Sy 0 i B A S O G R
BEIHT 2720, SIS EOEEDE Z LTS LR WERSITEDRE Z1T> T
5. BARMIIZIX, HPLC ofitgs e L CTILH S LS PDA OIIER LGB IRINY) O & &
BIZRIHATREZR > 7 ) 7 7 LA (SRAEE M DOBRZE 21TV, ALbaad it 2
EEENET D AFEEE, RFEAOKEERIC UV AT MVRIREF T 56 E LT,
1,4-77 b/ UBEROBEBRIBE NI X 2WINER OB 2R L. £, 7 h—6BF
DEREH SR EML G DFHERORFT « GREITo 7.

MO E LT, BERD 14-F7 b UihE

A. TFREER K1 (X DHIZHONTEDOFEIRD UV BRI OP
BTN ORISR E SN R EEbE2WRALLE. £/, 7 h—6BFD—
I%, HPLC ZFIH L7 oriENRE I TWD FThirEFT D SRALEWIZHOWT,
HLONEL, BpHHEERTOSIICEITS  HPLC Zu~ 7T A RIZBIT AIEHALE %
FHMIAZHRTLHZEFEETHDL. 74 b T 272D OFHERE G LT,
A A — KT LA (PDAEHEIZIAHLPH DO &

WOWWE — oo el cxsZ b, B, BIEFE

HPLC ZIU® & Lcmathitéssoiigs LT B-1) REIRUREK
WHBICFIH SN TWD. ek L7=L 51T, LAY DE KL MTITIE RO S O %
PDA %8 2 F ]l L 7= HPLC TOEBHHTICE L7, 23-Y7un5-=hu-14-F+7 hF )
WTIEM S ZHRT 5720120, miigsoit  (TCI D2428), NNN-V A FL-14-T ==L
EMEERTEDZENEELERD. FEKR 7 2 v (TCI, D0779), 7 I V7 2 v (TCI,
FEOWRIICE T 2EEMKEIR, 5 ETD A0445), ~F L7 22 (TCL HO134), ~7F v
R L Clabl e EmE o7y 77 7 2V (Sigma-Aldrich, 126802), (TCI, 00045), n-
LA (SRYEEBNCERET D Z & TRUSHA A 27 F 7 > (TCL, 00045), / =)L 7T I v
HETH DN, PDA OHNN—F 5 RHHOME  (TCLN0297), 1-7 X/ 7 71 > (TCL, D0033), 1-7
Wl WT—MolbEWm a2l L TKRIEZ % 2 UV TH Y (TCL A0T61), KT AT 2 v
JECEDZENEDVEE LW, LaL7Ae2D, (FUIFILM fGHIEE, 129-00243), 23604 H >
DX AL EMITBRERE S LTV, AF IV AJLARF Y R o FUJIFILM FGHisE, Cat.
AWFFETIX, PDA ORIEH{LAME L CTHIH  045-28335. 2 m kLA (CDCL) : B EAL
ARER PRI A B L L, JRHEPHOE R 5, Cat. 07663-23. ZOfh, FEFE, e, K
IZBWT UV Z R TILEY ORI EIT . it b U oA, HAKEET FU U AT
AAEFEITAFPH O EIC UV RN &2~ ks ClilEsikin 2 vz,
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B-2) {bLEH DE R

FRIZHE D BV R Y, &2 ToOREITRES
DA LZLOEZOEEMA L. X
JEOBHNTERE 7 v~ ~ 27 Z 7 4 — (TLC) (60
F254, Merck th)ZfH L, AR > hoArd ki
/%ﬁ?%UV?&CfQMB&anUWWﬂKi

SRS, BXOa vREARRUITL - TT
ot.mé%%%®twwﬁ7AﬁD7F7
FZ74—HDOYY BFNNE, FIEDT LY
o~ K777 ¢ —3EE (Smart Flash) (1L3), 3
SOHEI T L Ia~ NI T 7 0 —HFEED
Z I\ (Hi-Flash column / Inject column ([L135) %
L7, 'HB XOPC-NMR A~XZ h/LIZNMR
W E O BEARFELEEE A H LT, ECZ600R
spectrometer JEOL)IZ CHIE L7z, fLFT 7 b
8 (ppm)iET k7 A F LT (TMS) (CDCls:
0 for '"H-NMR), & L <I3FEEEEED > 7 F v
ZINERIERE L L CHIE L 7= (CDCls: 77.16 for
BC-NMR; DMSO-ds: 2.50 for '"H-NMR, 39.52 for
BC-NMR). ¥ 7 F 1 d53 280 0L TR
B Y T 5 (singlet (s), doublet (d), double of

doublets (dd), doublet of doublets of doublets (ddd),

multiplet (m), broad (br)). & &4 #HTi1L LCMS-
9050 (Shimadzu) ZfEHL, =L 7 tr X7
V—A A AMREICTHIE Lz, GRcLTzfbE
YD NMR A7 ML &K 4—19 TR LTz,

B-3) & - BIESRM

UV-Vis A7 b VIIGE D 72 D DRI AT K
JEIEEERHTIE V-730 (HAGO) 2R L7z, 1k
AL 50 uM @ DMSO &R & L, XEEE 10
mm DAL EHNCHIE L., F 3 5
(Disperse Blue 3)I% Aldrich #L:#%4 (21,565-1, Dye
content ~20%) % fii ] L 7-.

C. BRKUOELE
C-1)14-77 b 7 VBEED UV AT L
AT NETICEER ' D 14-FT7 b %
J VB OfEET O 2 OBEHIEZTE L
FHEROARKEB LUV 227 "ML ik %
ToTEY, HxREEDOEANNEGIATA
L2 b, BEOEFEICLY AT MO E
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WHNENTHZEE2HERLTND. 20 14-7
7R UHBERLIEZRLE L, UV-Vis A3 |k
NOEREEZBHE LT, SHEELLOE
A& AN DET I D W 8 o 281
R Lo, AWFRICBW T, T ET 1,4-
F7 bR UHERO UV RIXOEREIZ 5
LTW5 EEB 2 LN E A b
&L LT 1ID%5F (Scheme 1)IZ-2U T UV A
7 MVERIE L. K12 E 56 Wm1 &
H#E L7z UV A7 ML ZER LTV, 1PICE
WTIE T &g U CHAZE 72 UV I DR RAL
BRI N oo, BRERIZE T 5%
IGREE XM L CH 0, KFIZ 500—700 nm {30
WZBT A WLGRE NS EEM L TWD Z & B0
ST, ZORIZOWT, BEpE L L TEHER 3
5 (DB3)D UV A7 hL kg b L CHIEL
=z 5 500—700 nm fFiTlcH IS 5 AT |k
IOTRIZHFEPER A BT, b o{bs
Mo %%L@ WEELT, SAEBIOSAL
W72 REFELTWS., ZOMEBOT )
ﬁi@%%ﬁ%ih¢%7h%/y@20®ﬁ
IWIRZ VSR E SN TKBR-EES ZERTE
L7, BELL ZOMEENHILEY O UV A
X7 MVOFELPHICHFE L TS0 EE X
b7z,

C-2) 77 b—aFKH SRILEHDE K
AHFFRICT, TRNETICEAT Y — 1~ A
I RS FOFFREBRFELRLGRLTND
HC, 2004 R— Va2 HFHFERELTEAL
TEAAL Y RV~ A F?%%{ZIKOD%%HWEZ
EREF VKT 5 SRILAWE L THE
HDHERBENT. Izbtx4/b)w
~ A I RFER REIAEW)D UV-Vis A
7 MLEEFT D UV-Vis A7 hLEER
ADLEELDOERLTWD. WHEDHREIZ
2L DH, WINERBIZELL T, v
X AKT D SRILEWE LTl LB %
HFTDHZENRBEINT. £, ZOFEKL
DNWTIE, 1Y R—LVEBROERF %7 L%
VI TER L THRIMEROZEPEMTH
L7, S5 boEMIC kD EEEREC
BRI NFEETCH D EHfFENS. Zor



AL RU <L A I REEDOSTIZONT,
HPLC 7 v~ h 77 A EIZEIT 2 REFRE 222
fbsE 2700 FREEL LT, BEHRILKSE
TR U A LR (C5—C12) 2GRk LTz,
LB DERRICOWVWTIEFEEE ICHINT DT
S RPN R S TR S Z LA EE
ThD (B : C-1-1 X ; fbE% C1). — 5T,
BEE IS T AT I VDR LA 3 &
RIS S® 252 & CHEFBEO(LAME —281C
AT HZELAEETHD (B C-1-2 DIA).
ZORAEWIINER >V 1 v BT B
XZFNIEEENNTZDICEFNENE S EET
2 LIXREETH DA, WO FEA] (C18)IC
BWTI, ZOBKMEDEWNZIL>TESIC
NEECE D (X 3). D, BELEMODIR
Hpe UGB L, WiFH HPLC (Z X > THRfEd
HEWIFEIZL ST, OS2 2
AT DHDZENARTHD. ZDOHEIZL-
TRZ U —= 7T SR M FE2AR L,
ZOHPLC 7 v~ ~ 7T A LIZBIT HIEHNE
TS T D 2 LN ATRE T H o 7.

C-1-1) SR &E# 50 F DIERI A B

L&Y 3 DERK

{bE&# 2 (Bn)(417 mg, 1.0 mmol)D T % J — LIk
HHE (4 mL)IZ 4M KL U o7 KEEHR (2 mL)
ZIN% T, 60°CIZT3MpHHE L. RISiK%
0CIZHAL, 10%HEE (8 mL)%& iz T4
fett (pH 1~2)& L7212, ¥ 7mmr X & (20
mL x2) THitH L7z, AkE 2 MK ~ Y
UL ETCRE, IR L, B EBIERGET S
Z L TIbEY 3 ARRAERE L TR (275
mg). Z OILEWIE Z L BRIk O K
A L7z,

L& C11 DERL

{EE# 3 (200 mg, 0.609 mmol)®d kL= (5.5
mL)/FERRIAW (0.6 mL)ZZ, =IRIZT 1-7 /v
VT A (156 uL, 0.73 mmol) & N %, SR %
110°CIZC 14 KR L2, MUSIRZ =R E T
WHEIL, HiR—F /L (40mL)TAIR L, IMHEERS,
AR AKFE T MU U LOKEKR, fafnmiEK
CHAER V%, HoKMmEET MY U A EChilg,
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JEm L, ERARERME L. RiEEZT YD
TNATETa~< NI T 7 4 —TREY (~%Y
o HERTTF L =9:1t04:6)THZ LT, 1k
Y C1l Z R EMEREIR & L THE7 (115 mg,
60%).

'H NMR (600 MHz, CDCls) § 8.60 (s, 2H), 7.67 (d,
J=2.4Hz, 2H), 7.29 (d, J= 8.1 Hz, 2H), 7.06 (dd, J
=8.1, 7.8 Hz, 2H), 6.98 (d, J= 8.1 Hz, 2H), 6.74 (dd,
J=28.1, 7.8 Hz, 2H), 3.68 (t, J = 7.5 Hz, 2H), 1.74—
1.70 (m, 2H), 1.40—1.32 (m, 4H), 1.29-1.24 (m,
12H), 0.86 (t,J = 7.2 Hz, 3H); >*C NMR (151 MHz,
CDCls) & 172.5, 135.8, 128.3, 127.5, 125.4, 122.6,
121.9, 120.3, 111.2, 107.2, 38.4, 31.9, 29.6, 29.6,
29.5,29.3,29.3,28.8,27.0,22.7, 14.1. HRMS (ESI):
m/z calcd. for C31H36N30, 482.2802, found 482.2807
[M+H]".

{b&% C5—C12 (C11 R )D—F AR
LA 3 (120 mg, 0.365 mmol)?D /L= (3.3
mL)/FEERYAIR (0.34 mL)IZ, =S TT IAT 2
V,NXUNNT R, NTTFUT I, w7 T
NT I, )= NNT IV 1T )T BEIY
RTF LT 22 (FAEH 0.052 mmol) Z N %,
PR 2 110°CIE T 12 Rtk Uiz, SOk %
HRETHAEAIL, EEE=F /L (40 mL)THRL,
M Hilg, SaFnpRIRKsRT b U U LK, A
R K CHER a2, BRI MU 7 A
CRCEE, UEIE L, I & TR LT, 5k
WAV BTN T L8y R (@=2cm, h=2
cm, ~FH L FEE= TV = 9 :1to 2 IZfF
L, A& M L CTEIL L7, 155 L7 5%
% i1 HPLC (Column : XBridge BEH C18 OBD™
(19 I.D x 250 mm, 5 pm)(Waters), Flow rate : 10
mL/min, Detection : UV254 nm, Column temp. : rt,
Mobile phase : 90% MeOH agq. (isocratic)) C 47 BiEfH
W52 LT, BRMLEYE TN ENRAR
EIREMR E L TR (C5: 7 mg, 4.8%; C6: 6.8
mg, 4.5%, C7: 6 mg, 3.9%; C8: 9 mg, 5.6%; C9: 7.5
mg, 4.5%, C10: 7 mg, 4.2%; C12: 7.5 mg, 4.1%) .

b5 C5
"H NMR (600 MHz, CDCl;) & 8.56 (s, 2H), 7.72 (d,
J=3.0Hz, 2H), 7.32 (d, J= 7.8 Hz, 2H), 7.08 (dd, J



=8.4,7.8 Hz, 2H), 6.99 (d, J=7.8 Hz, 2H), 6.75 (dd,
J=28.4,7.8 Hz, 2H), 3.69 (t,J=7.2 Hz, 2H), 1.72 (t,
J =172 Hz, 2H), 1.39-1.38 (m, 4H), 0.91 (t, J=6.9
Hz, 3H); *C NMR (151 MHz, CDCl3) § 172.4, 135.8,
128.2, 127.4, 125.5, 122.6, 121.9, 120.3, 111.1,
107.3,38.3,29.1, 28.5, 22.3, 14.0. HRMS (ESI): m/z
caled. for CisH2aN30, 398.1863, found 398.1859
[M+H]".

L& C6

'H NMR (600 MHz, CDCl;) & 8.55 (s, 2H), 7.73 (d,
J=2.8 Hz, 2H), 7.32 (d, J= 8.4 Hz, 2H), 7.08 (dd, J
=8.4,7.8 Hz, 2H), 6.99 (d, J= 8.4 Hz, 2H), 6.76 (dd,
J=28.4,7.8 Hz, 2H), 3.69 (t, J = 7.2 Hz, 2H), 1.74—
1.69 (m, 2H), 1.41-1.31 (m, 6H), 0.89 (t,J=7.2 Hz,
3H); *C NMR (151 MHz, CDCls) § 172.4, 135.8,
128.2, 127.4, 125.5, 122.6, 121.9, 120.3, 111.1,
107.3, 38.4, 31.4, 288, 26.6, 22.5, 14.1. HRMS
(ESI): m/z calcd. for CysHasN3O, 412.2020, found
412.2017 [M+H]".

t& C7

"H NMR (600 MHz, CDCl;) & 8.54 (s, 2H), 7.74 (d,
J=2.4Hz, 2H), 7.33 (d, J=7.8 Hz, 2H), 7.08 (dd, J
=17.8,7.8 Hz, 2H), 6.99 (d, J = 7.8 Hz, 2H), 6.76 (dd,
J=128, 7.8 Hz, 2H), 3.68 (t, ] = 7.4 Hz, 2H), 1.74—
1.69 (m, 2H), 1.40—1.33 (m, 4H), 1.32—1.27 (m, 4H),
0.88 (t,J=7.0 Hz, 3H); >*C NMR (151 MHz, CDCl5)
§172.4, 135.8, 128.2, 127.4, 125.5, 122.6, 122.0,
120.3,111.1,107.3,38.4,31.7,28.9, 28.8,26.9, 22.6,
14.1. HRMS (ESI): m/z caled. for Cy7H2N30»
426.2176, found 426.2179 [M+H]".

{bE4 C8

"H NMR (600 MHz, CDCl;) & 8.56 (s, 2H), 7.72 (d,
J=24Hz 2H), 7.32 (d, J= 7.8, 7.8 Hz, 2H), 7.07
(dd, J= 7.8, 7.8 Hz, 2H), 6.99 (d, J = 7.8 Hz, 2H),
6.76 (dd, J = 7.8, 7.8 Hz, 2H), 3.69 (t, J = 7.4 Hz,
2H), 1.74-1.69 (m, 2H), 1.37—-1.31 (m, 4H), 1.32—
1.27 (m, 6H), 0.87 (t, J= 6.9 Hz, 3H); C NMR (151
MHz, CDCl3) & 172.4, 135.8, 128.2, 127.5, 125.5,
122.6, 121.9, 120.3, 111.1, 107.3, 38.4, 31.8, 29.2,
29.2,28.8,27.0, 22.6, 14.1. HRMS (ESI): m/z calcd.
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for C2sH30N30; 440.2333, found 440.2329 [M+H]".

L& C9

'H NMR (600 MHz, CDCl;) & 8.55 (s, 2H), 7.73 (d,
J=3.0Hz, 2H), 7.32 (d, J= 8.1 Hz, 2H), 7.07 (dd, J
=8.1,7.8 Hz, 2H), 6.99 (d, /= 7.8 Hz, 2H), 6.75 (dd,
J=1.8,7.8 Hz, 2H), 3.68 (t, J = 7.2 Hz, 2H), 1.74—
1.69 (m, 2H), 1.41-1.33 (m, 4H), 1.30—1.22 (m, 8H),
0.87 (t, J = 7.2 Hz, 3H); “C NMR (151 MHz,
CDCls) & 172.4, 135.8, 128.2, 127.4, 125.5, 122.6,
121.9, 120.3, 111.1, 107.3, 38.4, 31.8, 29.5, 29.3,
29.3,28.8,27.0, 22.6, 14.1. HRMS (ESI): m/z calcd.
for C2oH3N30, 454.2489, found 454.2482 [M+H]".

{bE C10

'H NMR (600 MHz, CDCl3) & 8.55 (s, 2H), 7.74 (d,
J=2.4Hz, 2H), 7.32 (d, J = 8.1 Hz, 2H), 7.07 (dd, J
=8.1,7.2 Hz, 2H), 6.99 (d, ] = 8.1 Hz, 2H), 6.76 (dd,
J=28.1,7.2 Hz, 2H), 3.68 (t, J = 7.4 Hz, 2H), 1.74—
1.69 (m, 2H), 1.41-1.32 (m, 4H), 1.30-1.22 (m,
10H), 0.87 (t, J = 7.2 Hz, 3H); *C NMR (151 MHz,
CDCls) & 172.4, 135.8, 128.2, 127.4, 125.5, 122.6,
121.9, 120.3, 111.1, 107.3, 38.4, 31.9, 29.6, 29.5,
29.3,29.3,28.8,27.0, 22.7, 14.1. HRMS (ESI): m/z
caled. for CioHN30, 468.2646, found 468.2650
[M+H]".

L& C12

'H NMR (600 MHz, CDCl5) § 8.55 (s, 2H), 7.73 (d,
J=2.4Hz, 2H), 7.32 (d, J= 7.8 Hz, 2H), 7.07 (ddd,
J=28.4,17.8, 1.2 Hz, 2H), 6.99 (d, J = 8.4 Hz, 2H),
6.76 (ddd, J = 8.4, 7.8, 1.2 Hz, 2H), 3.68 (t,J=17.5
Hz, 2H), 1.74-1.69 (m, 2H), 1.40—-1.32 (m, 4H),
1.30-1.25 (m, 14H), 0.87 (t, J = 6.9 Hz, 3H); *C
NMR (151 MHz, CDCl;) 6 172.4, 135.8, 128.2,
127.4,125.5,122.6,121.9,120.3, 111.1, 107.3, 38.4,
31.9, 29.6, 29.6, 29.5, 29.3, 29.3, 28.8, 27.0, 22.7,
14.1. HRMS (ESI): m/z caled. for CsHssN3O»
496.2959, found 496.2954 [M+H]".

D. FEiw
PDA WIEH OFEMEME OB E LT, 1,4-7
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X : parts per Million : Carbon13
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X : parts per Million : Carbon13




FTrl

S

e 0000

— )

X : parts per Million : Prot;

L0

90

<0

0

€0

70

0
Qouepunqe

X18. {E&¥C1200'H NMRR R4 k)L (CDCls)

40.0

T
90.0

100.0

T
120.0

140.0

160.0

190.0

T
£0 70 ro 0
(sypuesnoyy)

50.0

60.0

70.0

80.0

110.0

130.0

150.0

170.0

180.0

— " 868TE

L 06E8E

LBLOL
000°LL
1w

TeLor
—— s

. ErEoTl
—_pre1en
= LesTel
—— 9F Tl
——FLT

. 80T8TI

LLLSEL

——arLn

X : parts per Million : Carbon13

X19. {£&%C1120D'H NMRX R4 KL (CDCIy)

119



B A A SR YERL A TE R AR BN 2 (R i L R AT T )
SEAFIRINY) O S EREDR B 2 S ATIEBRFE D 72 8 D BIFSE
(23KA1012)

TR HHgE R
OIMTIE K OGREBRIE D BRFSIZ B9~ 2 WP
BAISIIFOM O ERDA T U == TiEA~D
TR BOREOE X BRATEEE  (EDX) i ]
BB #6  FESZEER SR ETEMTZERT R EINES

WHge s FoER

MREE

BRAIMT O (Pb) M UEHE (As) DAY J—="TIEIZHOWT, BN RE THIE
ISR 72 = L B — B0 X Moo irddE (EDX) & JHUWOET L7z, s B MR &
DI LV, REHTEI L7 BB TRED & 9 a7z, IInEE o i 3w ST &
S U® Pb KN As 5T LTI LI r e — 2 RERIN L. MEZOT — X 1Lk
TLBRANIEEREIC X > THRENM LT 2 L 2R L. —J, 2% Br) zabRlEHcEs
WTIE, Br OO E As OOHTHRO—HNEHE L CTLEV, RRHE (False Positive) & 725
F—=ANH SR, T T s ANERRTDHILE THESND Z L 2R LE. £, ¥
A BEEDREDVRBTEEENZ N LOEDLRNEHB L CLEIRANH 7. Ll
WTNOHEIZBN TS, BUSIED 1/2 JREE O xR EERIE & k325 2 &£ T, Pb LN As
S Y RES SN R 2 MEICRKT 22N TE, £/, Zhbzg TR0l
WEETELLHET A LENTE ., A7 V== THEICBWTRbEERZ L, /L
TVWELDEEFEIGRET D2 &L, HlENSHEICITZADZETHS. LER-T, Kk

IZPOb K NASDARZ ) —=u 7EE LCIERICAHTHD LI NT-.

WHIE 1
ZaY (5 p e R ESRVALSE STk S iE o I

A. BFEEBY

TeAE T, JFAIE U CEA S @ KR AME
HE2ROT-EHBMY LMERATE 2V &
LEInNTWa., £, 2oLV E %
DR T2 72 8D Bl oy BRSSO PR A7 5L TE S5 0D B
WENREIN D, FoRIEHE L S TaMLTN
WAEE (AEE) YICR#EESND.

BUE, AEFITHE 10 RETEHSNLTEY,

ZOHD DRI B « PRAFHEEIER ZRITITHT 720
i H ORI AIRE ST DL o
2L, SRS CT, EX, &=
PEAK, mERERER, MERBREOEBENED S

NTWD. 209 bl ERBR I &SR $
DARKY DR TH Y, £ OARHY O REE

rFx, ™ H,

120

RZORBPIEDBESNLTND., MERRD
A, BBn, ik, & (Pb), b FE

(As), BREBEENRHDH. ZNHOHEBED D
B, Pb KON As I2OW T, FEFIZE L O
IR E SN TV D,

Pb KT As DiBRVEIT B — R BRIEICHE S
NTW5. Pb OLEIE, A ZKIEZEICL -
THEL TRIRZAB L0, K6
FEGFH A FHWTHIE L, BUASEFE Y O ik o
WS &g L CHIES LD, As DA,
iR L7-1%, MeBzefbkE L LT
R S, BALKBERIDRIZRIN S CTHRA
L7ctaZ, [ARRICHS S S EH R oA L bt
L CHESND., Wb, H<»6H0n
SBNTEHETH DI, KILEICERMZ
T A0 -o720, As OEFAICITAER
HThHhrv U v rzfAniy, BRECREE



~OEBENRKEVRBRIETH S.

W X BERET 5L, WERNORETD
SEA O X BaRA LN EnS.
ZoHENT X BITEE X B E T, &
THRBEFOWEE (=¥ —) 21O,
WOt X B HTHE  (XRE) & AW THEOE X
DEZANLF—ZHETLHZ LT, ZHINT
WHIERNREETE, £/, TORENLY
BHhOKETLROBEHETH I LN TES.
%ot FRE AT « FEREBE ST Al 8E72 5 %,
BRx B REOREIORE L AIEETHY, ME
WMEHWEEEBR RN 7 o AR ZINT R
—X4%— (FP) {BICL B EELAEETHD.

xR S EEDOAMIEIZIBNT, HEEN
SN DN D A CTHERAE DS B 7 = R L X — 40 HK
At X ot (EDX) 2T, 1EHE
WINEIZ X v g 2308 L CTHW =, Pb
KON As OEREEABF L V. 2ofEE, &)
BN EECTH D Z L, FREHC L - T
T TERNWZ ERENRE I 2
TAAEE L, BAIIMT O Pb LN As DAY
U == ZIE~OHEHANATEEN E D DRGE L
7.

B. ®FZEGL
B-1) IR OERERK
OF ¢ 3
K:B=2—Uv27Q (FT 7 ESt)
THE L 7o ik
Lo — R ¥ K : MP Biomedicals #f i
(CN : 191499, Lot : YD01017) <22400031>
L-7 /L ¥ = : Caca (CN : 58050-17, £
W7 L — K, Lot : 602K1408) <22400037
>
© EBERK
Pb #Z2#E)5% : Lead Standard for ICP, 1000 mg/L,
SIGMA-ALDRICH #  (CN: 41318, Lot:
BCCD0986) < 32200739 >

As fEUEIFR : Arsenic Standard for ICP, 1000
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mg/L, SIGMA-ALDRICH # (CN : 01969,
Lot : BCCC2631) <32100283>

2L, <>IEEEEERE S AR

B-2) #¥

AWFFENZ T BNk 2 Pb L N As DOH
FAE, WINGURHARGE, FHR &S, £k
L EBICFRLITRLE. vk, #REHIEY
JHAFFNEE L-. Zhbid—HEAE
ARSI ES (HEW) 280 TGt
WM EAF L. vk, TIREBER I L T A
DISME PO LN As DE EDHMSELL T CTH S Z
ENHER SN b D& =,

B-3) & - #E
OF-3
EDX #£& EDX-8100 (¥ — L v Mt )
((BR) B ERTHR)
OF: 3=
EDX Bt A%, —MH 7274l
85000-55 (i fEpTiY), % & 10mL
Ay 7aevr'r> (PP) 7 4/ P/N 219-
82019-05 (FHE/ErTHY), E & Sum
~A 7 uR—F5 X7 4 /LA CATNo0.325
(Chemplex f1:#), <FL3H5 5%
A UHEk - HE SBU-110 (4ME 110X N
2 90 X {E X 40) (5 EAL)

P/N 219-

B-4) xHRAEERR
Pb FRYEIF M O As BRI 2 RA L, LUF
DILEETT2 D L O ITKTHRLT.
OPb -+ As: 1.0 ug/mL * 1.5 ug/mL
© 2.0 pg/mL * 3.0 pg/mL
3.0 pg/mL * 4.5 ug/mL
@ 4.0 pg/mL + 6.0 pg/mL

B-5) #ANEBIDOFHR

() WRERNT 555
kA PP BEIEEICEY L0, BAEREE L



725 X5 TEBHETVED PoAs IRATEER &
Mz 7=, AT THOWZEEIO Pb & As O Hk
EIXIZEETHRZENREN 2 KO 3ug/lg THoTz
ZEmb, HEEREEX PbeAs A 1. 1.5pg/g
(05f%), 23 (1f%), 2.4-3.6uglg (1.21%)
E 3 -45pg/g (15145 & L7z, =L, L-
TF=b THEBER VT NI,
Pb - As 2% 1+ 1.5ug/g (0.51%), 23 (11%),
3-45ug/g (1.514%) XL 4-6uglg 205 &
L7z, Bz, sUEHEDY 6g MERLGEIE, &
El 6g 12 PbAs IBAHEYENR  (Pb:100pg/mL + As :
150pug/mL) % 0.06, 0.144, 0.18uL %Nz 7-.
ZD%, F77 MNTEZBITZIRET 40C
(As MHEET D AMREMEZZE L 40°C & L)
TR 4RI L TR ZRWzD S, A2 D
WASEENTT VB L AN LRYE, B—1k
L7z.

Q) EWHMREZBRNTHES (e e—r
TR 77— )
UL, B o — 2K 3g % PP it
BIZED &0, Pb LN As K (%
1000pg/mL) % Pb0.18mL, As0.27mL¥#RA01L 7=
Db, 40°C TR 4 FERIINE LK 2RI LTz
A UL CTIEVIRE CTH L L, HEHERK
(Pb : 60, As:90pg/g) ZFHHL7-.
WIEELOFERIT, x5 L+ 2362 PP Y
EILEICED LD, TOEE 5%MY L L,
Fhicxt L TIEER R e — 2R KRE S
BT 5%MAHBIZRDEIITMAT, A/ U4
gL Lz, FlziE, REHED 6g B
AL, B 5.7g 1 PbAs BEHERYR (Pb : 60,
As:90pg/g) & B L m — X B K &,
(0.1g+0.2g) , (0.24g+0.06g),
0.51%, 1.21%, L5fEOUSEE 2R L 7.

!

B-6) HIEYV I DFEEL

(1) WROBEBZRET 255

PP 7 4 )V A% iE - 7= EDX B s ikl 2
8mL W\, ZKFEBGIED =6 FEE PP 7 4 /LA

(0.3gt+0g) In %,
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reEo 7.
(2) BMROREZWET L5545

EDX iUEIA SR DK PP 7 4 L A& IRD
O RIZHEABE A, Zy B0 RE
ZRLGED, B lem BEICFED . BB
IR IE DT~ A 7 o R —TF A7 4 )L A
rEEo 7.

B-7) EDX HIE$M:
HIESRMEIIER2ICE LD, 2B, BELR
WAEHERHIE 292 2 LZa Wi, b i oo
KL=,

C. BREUERE
C-1) MK oFRARE DR

TRINFRRE O G B TR 23 i 18 70 vk & U
T D IERR L.

AREHZ D BEDIRGAEER 2L, 40°CTH)
4 B S 72. ZORE, 2L AL ORE
XK 1D [5L-a A2 OXHiThy, (EnE
W2 T Lo 1T sbg Tty 5 7200 Cfiff B
WCHAND KO RIRRETH Y, TO%ROEMIED
KRG Thole. —F, ZHEETHD 4.7 7
—HAy, NMMehruv7ve—rHa), MN.xH
BT Y 17,007 % 0 ) (35R[E 2 [EH
FoTLEY (M1), A/ VHHKTTDOE
o2, KR THROZLTLE-72D
L7c. £, A/ UHHBTTVREEH L1T,
KL 2 D T19IFRBERR IV D L) D
EOWCHSEr L ENWICEINT S Z N TE
=70, L-7v¥=r, N8L-vAF v, 16.7
aEFE ] T SITHEKICEE LEV, MEN
ICHEECX VWb Db o T,

Fz, THZRHAERSRICB W TEHEEIC
DONTIET —ZITRER RN, 114.7
F—Hh] RN hare—rTh) O2
B O ZITAREKR E U TEARER L2 VTR
AT L7

—J5 Aoy FO AT



Juvy FZue v ThoLOZTOMNEENLIEK
R r—2AMKREBRML THE—{bIEAHAT
BETHDLEZONEZZOBERINREO S %
)L Lz, £/, d~V)—ad— L FEaHE]
L 3. RUHTE] 1Ta I ETiEen
SR EO X9 ICHEL, FBkETH-
-2 &G,

C-2) Ph RN As DS a7 7 A IVORER

Pb & AsD7 a7 7 A N%K3ITAR LT, Pb
T As D XRFE T2 W T, PbDOLafe
As D Ka BN EET 52, PbiX LAMREN As
WEKBMEMEST S Z & THBBIERRETH D
T DR TE .

C-3) HELRNIZEMIEDOH EO LR

EDX (2B 2HEICB W T, FERDDE
VY, X BRIROTREEZSE), RKiai O MW E DR EE
FET 2 NAEHERIEN R TH D Z &AM
HITWD. — A7 WEEYERTIE IXFUEHZ N
FEAEW)E 2 RIS 2 5iEDR & 503, EDX DL
B, XBVEERD S B S 7z XERSEEHZ Y 7=
S THRATLIHEMS (Nv 77T 8) %
AW HIENATRETH D, £ 2T, HGLERN
EEYERTE (AR, BG filEE92) ORREMH
AET B 728, xR AEIR K OSE D L-7
X =& O TRIERE 2R L, BG #lilE
DOAHMETOE (7277 L BG M1IEDSA LR EE
b)) ELEER U7, 7eds, FEVERRIRIT S MMV K
LEIEL, WaeHT 3 oy Falfl L4 3 [Elk
VIR LHIE LT,
ZORERAEK 412k LIz, BG fHIED 20
B, FRICHIBMEMEY (Pb:2, As:3ug/lg) LA
FOBEEIZBWLTPb LN As Dl e & b 5 IR
FIERERRICHERRENREL RDGEE0 S
Motz —JF BGfIER OLA, Wtk s bxt
PR L IZIE RS OB TR E L.
PLEDFERI G, ARIFZEIZIHB W TIX BG #i1E
PI1HZ & LTz

N R LAY 1w SR R B
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C-4) RABtOHIE

BG filEdH V) CTHIE LIEREZX 5 1R LT,
72721, L-TAF=0% C-3) OfRA2HEL
7z

Pb TiX, HIMEMEYTHD =M - e (A,
Pb: 2ug/g) DT A & - dkkE (O, Pb:
24pg/g) KOV - R (@, Pb:3ug/g) 0
(IRGRBERL T V> D ) HBRWTART EREIY,
N, M- %656 (@, Pb: IR BAeETTE
[lo>TWD Z ENfERINTZ. S HIT, -
HmAL o UE (0, Pb:lug/lg) HAETFEI-
TWe, D%V, BEERERAZLEL LT, Pb
DEAENFENE LIED D TR S D BE
AEETH D Z LRSI

As [IZBWTH, 1FEAEDOREBHIIBWTH
EEMEY CTh D = - ikt (A, As:3ug/e)
DFAEH - wERkE (O, As:3.6ug/g),
e R (@, As:45pg/g) 28 EEID, 2o,
Mo R (@, As: TN NAETTFEST
WHZENERSH, 61T, ALY
U (0, As: L5uglg) b AT FREI- TV .
LI EDOFERNS, As OEHFEICHOWT HIEYE
Wiz KL L TENE BB TE S 2
PHWRIEE ChH D Z EmaEni. —%4, 17
Ry REEaFE) KO 177 —HA) 1280V T
X, BIRIMON - KA (@) IZBWTH =
- Rth (A, As:45pg/ml) # KE @B
7o BRI, TERBERR I V> D L) 122N T
1%, As721F Tid72< PhIZB W T HHIRED 1.5
BUWMoH - Rt (@, Pb:3ug/g & As:
4.5ug/g) IZHBWT = - ikt (A, As:3ug/g)
DIA & TRIAZENRH-T-. iz, Pb I
BWTHE, 2 B0 Mot - F (@, Pb: 4ug/g
& As : 6ug/g) O—HH FEl> Tz,

Z T, ITNLDOFKZRBEIZEWTHEEL
L7z.

C-5) a7 74 LVOWHER



C4) ® As lZBWT [10.7 Ry R EAHE)
KON 114,77 —H 5] OERINGE) B E
DIA v EBZTIZ-ZEND, ETOEGMR
Bl 95~15keV O 717 7 A L EFER LT
(K6-1~4).
ﬂ%maﬂﬁﬁ%ﬁ@?4y%%zkfm
Ry REaHE] KO 4.7 7—HA] ©H

%,H4&7~ﬁAjmow1m,&@Ka%
(#J 11.9KeV) & KB# (£ 13.3keV) D7
IZBEZS 1O —7 BRI, Kafe
KBHMOMEITIB LZ 5:1 THHI EBM5
LTS Z &, POLB#RKL TN AsK a +PbL o # D
NMEICE—7 DR SNTWRNnZ &b,
IHBHIZAs Tld< BriCH¥(T 58— Th
HeEEZOLNTZ., OFEV, KW THWE
(4.7 57— 2] IEBrzgATEY, ZOBr
D Kaftz As O KBFRE L Tiio TR S
THREMENE 2 b=, —J7, T10.7 R R
BF] IZBWTH Br DBBICLDEEZILN
72. Pb ® LB#EKTN AsK o +PbL o #RONLE I
=3B EnTTnWiRnZ b, As HE
TlxRWnWeEZ N5, LrL, BroOKB#EE
Koo v —27 I35 1:1 TSz &
2B, Br @ KBMOMEICHREINLTNDE
— 7 IO ITLHRICH KT HE—7 BNER -
TEY, ARz r0L/hEaNnEEZL ZT-.
eV A (Rb) D Kafia K] 13.4keV 2k H
ENbid, RFFETHWE 7 Ky R
F| IZRbEZELAREMEL H o T,

F7o, BIRINEEHZBIT 5 As O D
TR EMEEB T ATV In ),
DALV ey RN B NTTT U637
IZ2WTh, kﬁ%réi%okﬁima>Kaﬁ
3 (B 11.9keV) ([ZBWTE—7 At &h
TWele), Ziubi Lob\frb Br DT As
CMEE N EE bR, A~ ) —T—
U REFE ] 12OV TIE, AsKa+PbL a DN E
WZE—7RHY, As D KBRIZhT Moy —
IRR SN, —J7, Pb®D LBKREK O Br ® K

-
—
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BRI E =7 M SNl &b,

AN T As WEH STV D ATREME IR
e Xz,
& 51T Pb DR FE B AN E AT T 2 2 7

M8L-v AF | 122\ TIE, Se ® Ka ##
(8 11.2keV) ONLEIZHOT NI E—7
SNz, SeDKBHEEPbDLBHE (K 12.6keV)
T LTRSS Z &5, 2 Se ©
w@f%ék%zght
ZDEYIE, eI rANEHERTHI L
T, MOITHEOEEEZZIT TVEINE I nE
ORI ARETH D Z LRI, H
ERELZEmDDLZENTEDHEEZLNE.
£/, MICAsRPb DT 1 T 7 A L EhET
LAREMNHDHILFE L LT, Ga (KB : K
10.3keV), Cr (Ka+Ka (SUM) : #J 10.8keV),
Bi (La % 10.8keV) , Mn (Ka+Ka
(SUM) : 11.8keV) 2 EMEZBZ LNT=T=®
IR EETHRREERSL I GAIT T r T
7AW L DHERDBMLETH D.

C-6) BEgER— 7 53R
EDX ST 8 W CUEfET Y 7 23 B #jIC
=TT 4T 47 &ITV, BEEHLTWD
v—r &L CENENRI DY — 27 L L
TRiHT2. WbwdsTarR)a—vav
DX D RMEPITON TS, AlE V2%
BETHHETEY— 7 BT S 1A ﬁ%@,nu
7T Ry R aF] (EARmEE) 2B 5 A8)
TAT AU TIRDE—T % %M%l7n
R L7z, As D KB # (8 11.7keV) & Br @
Ka,ﬁ (#J 11.9keV) Z0BEL, As D KB#RE
Tk LTWas Z ENnmgmad. L, K
%éﬁ07hﬁ%ﬁé$1 iAs#aﬁémf
W WS, ZORELNOHEE SIS E
6ug/g FY E@mVWMETH 7= (X 8). :h
BRI ZALEE L 727217 CTH Y As & Br ZFFICRE
LT TIE R, £ 2 CIEMIZTBEN
TETCWhholzlzbtEZ b=, £ T,



As & Br ZZNEadik L ColEd 2 X O 7k

EEMATHO THEY — 7 Hfia1T o7 &

A, T 0K HITRY, FEE—UE
POV A 72 LRI EERC 13 DL R £ TR L
72 (K8). LrLZENTHLMEITERIZIX
B RnoTo. ZHUE, As & Br 2RV ER
HLTCLEoDEELLNTE. ZD LD
W, W—T 74T 4TIl TE—7R
ROKEZED D Z LN TE 2 [ fetEn Rme
SN, FNETTiEHa TR, 'R
TRLIEZEHIICTa 7 7 A VOMRERES
bETARYIZEFIN TV DI TN RN
DEHErT_REELEZS 2T

C-7) THRERBERR AN T U A
BMOBER DHETE

FEWNT, T19.9NRRBERC I Lo T
Pb & As DWW TIUTEBWNTHBIEMED 1.5 %X
L 25D EED S O DB O xf R A HER IR
DOIRFELL XD /NS VMEIC /R - 7B A2 5 532
L.

~ MUy 7 ZANEEEY OGA, WEHR O
Pb -+ As MOFAELTZE X BRIF~ MY v 7 &
() lc—H s nd. —JF, K%
Tl A SRR K Z AT L TH
v, ZogaEt X B~ Y v s R(TiF s
A ERIRE N2, D0, [19 JR3BERR T v
UL TEIT D Po & As DFEE LAk R A
R LD /NS WEE 2o TV DX~ b
Vo ADEEBEThH-T-EZE2bNT-. WA
HIZEAUE, EHRTE ST 9.0 & FEl 5 AR
MThE, KEEREHROBEHRATEETH
HELTND Y T9IFRBERR V> )
fRib vy 7 2 (Ca0) THY, ZOFHFE

WZBIT B EMEK

7
;

(28BN,

FF13 1658 L7, 9.0 &FK&< kll-7-.
F72, REFIETHRR L LRI O ¥R
FHEEEFRLIRLE. 2770, BERNY
TIREM TH DD PR FZOFHRILE
sy 2 e, SERRF-E S8 9.0 2B oD
X NM8L—YRAF ] OHRTHY, 9.07 Tho
7. ®5D NM8L—A2F | OEMEREOH|
EAERZLD CTHRBT DL, As D KBHROKE
RICBWT, R HEEEIEOMRE % T2
ERAHER SN, 723, PbDOLBRRORE R
KRR YEYRIR 0 & @ DI H TV 223,
UL C-5) THRARZEBY SeDFEEIZLDHD
ThoT-.

—, BSEO 12 Y G- #E4FLr oo
() OFEHT T9INEBER LT ) &
O T8L- AF ] OWTRICEBWTHJF A
EBRZTHRIEEINTED, AoTWaE 00
Wy, EWIHERIIFEETH D L E X b,

-~
—

C-8) BERAY ) —= T &BOKRH

A7V == ZIZBWTRbERERZ LT
KIBEWE %= G 2 kS 702 &'Cg?)é
SF Y, AP (False negative, FEERIZEZH L

TWVWADIZEREL T ARWEHIEESRD Z L)
CHIMTL Tl b2, — 5T, ZEOHWE
EZrm L < LImE 2 &, A (False positive,
EEIZIZERA L TRV DIT aﬁbf%ék
HIEESND Z L) LHEr S 230E 2 %
:&k@@,xau~:y7%#5%%ﬁ&
7o TLEH. FZTINETORMEZE
Tz, WYIRAT Y —= RN ERF L.
X 5128 L7z mmmatel (@) &%
S HEAZAEVAI O Pb &L OV As @ Oug/mL (A) %
HHEL LG, 1B & HE S 72Dl Pb

EHRA RS S IX2FEEU EOTEE N LR DAL EM O RRFE S TH Y, Zal T NETNOTEDORTEE %
Zi, BERES C (0<C<1) &£T5L, Z,~2CZ THRIND. filx

H,0 D4y 8#&=18.015
H,0 D5 HD HDOEEL=1.0080%2/18.015=0.11191
HO D> H 0 DEEH=15.999X1/18.015=0.88809

H,0 O 1% 7=

(HoORT-FS (1) X0.11191} + {0 DR T&FS (12) X0.88809) =7.2166 L7025,

X H,0 O5E1E, k- TFREND.

125



T As THI20 Witk 7=, DE VD B L7 5
FEFENTVWD > THBr S TLE W,

A7 Y == THREE LIRS T D
T, XFRRAAZEHEFRIL O Pb: 1, As: 1.5ug/mL

(4) ZHEEEL LEHE, P IZBWTIEAET

GHLTWRWEIELHES N (Wb
True negative). —J7, As 2\ TiL Br D%
Whotz 110.7 RUREEFZ] KO 114.7 7
— AL ZREEAL TRV EIELL HE
47z (True negative). 72721, [10.7 R 5
FeaF) KO 77— A IZo0WTH 7
T 7 ANVEHERTIUL As 25 H LT\ ek
IELLSHWrT&

WIZHMEMEYEH LT aE (0 XT
®) Zxf4il L7=. Pb XUV As : Oug/mL (A)
EPb:1, As: 1.5pg/mL (4) OFRELS—F
EVMEZ AL LI25E, Pb KT As DWW T
LERALTWHIREITHD EELLHESN
7= (Wb % Truepositive) . L2xL, HASEAR
Y ORI HAEAERTE Pb: 2, As:3ug/mL (A)
AL LTSS, FrOEHRFEBE SN &S
AEHZ B W TG S HIE SN DGERH >
7-.

U ED#ERNG, HEED 12 4 (
Pb: 1 2 OVAs : 1.5ug/mL) O BRI EEHEVA TG &
FHEL 5252 LT, Pb KON As & B EAR 2
EEAT HREZMIEIRET D Z LN TE,
FLEPO LRV AsEZEHLRVWREZEHT L L
HEF 5 EbiFEAERNVEEZIDN, A
7Y —=u7kE L CHEHMARRETH D & Hifs
STz,

D. &

EDX % /AEEICEIT 2 & MEMY O dh
(Pb) KO'b#HE (As) DA T ) —= Tk~
HWHTE20E ) hERFT L.

W DI BELIR VAR ER IE O A IEIC X 225
RGEE LTz, ORGSR, HUELERNEEYER IR %
IT9 2 & CHPBIRORE & OHEZ LV
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EfICATH) 2N TE, bOREGEO T
LA ThDLZ LB RSN, £, BRE
(Br) R EDIFTLHEOREBIIL->T, &
ZEZE AL TCLEILRAERHo TN, 7
07y ANVEMELEZY, Y— 7 5B A
ITHOZETHEBIZEALTWVWDLIONEH LT
WRWDNIE L IS "ge Ch o 72, — 77,
PR -E DY 9.0 &8 2 5 B E Ry 3
< H 5 REHT R W TG X SRR )
KTT 2720, KT L7255 HE BRI
ORI LD IR AL b5 AN &
ST, Lo, BUASED 1/2 OFE O kR
YWERSIRZ R YEL LCTHWD Z & T, MMM
WIRESEND PO As & k2 L ek
ICBKTHENTEDIZ, TNHEEH
L7 Wikl 258 - CHIE T 5 lREM: 2 K8 T
XHZ NI

PLED X 912 EDX % T Pb LN As & 4
BEHLYEETINLRNDLDRAT ) —=
TIEARETHD Z EN/RE 7=, EDX 12X
SN A L2 9 2, RTLEL I AR B
TEBICHIERER b V. D F D RESCHER
FANDARMB/NSWSHIETHD. 4% S5
72D RIBILR A~ CTH XM 21TH T
ETHD.

E. %38

1) &, WNEORKIEE 52 "y,
JEAR SRR 370 B (BEFN 34 4)

2) 10 REMIRIIMNEE, BETEE,
HEFT (2024)

3) [TES #, AN S R EAGTEEN AT
TREMBA BRI O SRR T
L NHERR O 7D ORFTE FFFEy
£ OIELRORBRIEOFRFRICE T 54158
TR = X BRorEEE (EDX)
EROWEELRNMST O KO E ROE R
EORGET (2024)

4)  BORFE, FTFE, SR AERES, 1EH



He], KHE Bk SFf 5 FE [HARER S
ORBIEZEICEAT 2 4150) AF5CHS EDXRF
\Z X % ICH-Q3D Juk A#lil ot (56 3 #)
—ICH-Q3D (25 < HAREKE FEHK O
KM E OB Z B L7-8 e X
ITiEE W nE MM A T ) —= 7
FIEOFEHELICEET 28—, RIS ER
Bl X277 hU—H% A=A, OMDRS,
56, 251-265 (2025)
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F. BrEZ&E
1. FRFRFE
L

2. SRR
L

G. HBIMEEMED HFE, &R
L
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IRE (6/61) B} S g

BEBlhrys L2
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=2 EDXAIEEMH

X $8 51k Rh 2—4"yk
=E T 50 [kV]
BEER £X 100 [uA]. B8
FyREA L 30 [%]
Q1 A—4 10 [mme]
ZEY =L
BER A
B SsD
BIE TR Pb. As

R EE

1 RI4ILE #4

T4 SR 1800 [#]

IHRILX—EEH PbLb1 12.38-12.88keV
AsKa+PbLa 10.30-10.80keV
AsKb 11.48-11.98 keV

AIE TR BG
IS #H1E
1RI1ILE L
el 100 [#5]

IRILX—EFHE 13-14 keV
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-4 2] (G7—HL) X3 HA4]

[BREEBER AL L] L-FILE=Y

H2 HGTYREEORT

Pb 2 pg/mL

—— Po2pgmL  —— Pbdpgml  —— ,2oET

0.075 |

0.05

0.025 E

L
ol

9.5 10.5 11.5 12.5 13.5 14.5 KeV

3 Pb RU As {Z2#EB®KRDEDX F7O774)L
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HMEL

BEL

Pb LB#R As KpB#R A BEER (Pb: 4. As:6)
o A ZESE (Pb:3. As:4.5)
ooe : A BEBEEE (Pb:2. As: 3)
INE ) | ] N
H ZER® (Pb: 1. As: 1.5)
BGHHLE T AN Tk NN T
AN TERE- % o0 ' A ZES®H (Pb: 0. As:0)
‘ [ [ ) ]
ImE ¢ )
002
- : @ SRl (Pb: 4. As:6)
@ =il (Pb: 3. As: 4.5)
0 A ('] 0 A é
® i (Pb: 20 As: 3)
0.0002
00008 s (Pb: 1. As: 1.5)
t ' ! i ] @ &Rl (Pb: 0. As:0)
0.0003 °
BGH1E ﬁ I 7 I . S
&D ﬂ 0002 0.0001
I ) 2 ¢
$ i b
0.0001
0 4 e 0 4 ' ]
X4 BGHIERRICHITIEE (GRELL) DLLE
oons || PD LPER A EESR (Pb: 4. As:6)
) A ZEBE (Pb:3. As:4.5)
00003 o o A ZHEF®K (Pb: 2, As: 3)
 § e o i = ®
IR . * . AR (Pb: 1. As: 1.5)
0.0002 .
] ' Y L] L A ZEF®R (Pb: 0. As:0)
¢
0.0001 o =_p
@ FEEA (Pb: 4, As:6)
4 N =y
T o B & | | @ FMEA (Pb:3. As:4.5)
& 4 BU- SR IO B L B P B Y A SN A R\ A Y _
S PP ELS A ES ST TS STOIEUEL (Pb : 2.4, As : 3.6)
RSN TFENY Va0
087 v VRN F Y & ® FINEE (Pb: 2. As:3)
A & o éﬁ
00002 o = AN (Pb: 1. As: 1.5)
As KB#R * oope N
_ I @ FANA (Pb: 0. As: 0)
i 3 °
[ ] I *
© [ ]
0.0001 - T L] - e e + T - 5
i * A r’
L ]
0 A e o * e o o o o o I 'y :;
P O O M M ) K ) ) o) M) N )Y Y Y Y KN
N ff,f’f’ G x”ggf’ g REE N
% 7 P R A NN B S SN A e )
K RS PN 2t A I v EIRONY ) 54/ IR
SR IV M Yo Y LA ~§
&
v =gy =
5 HBOAERR (BGHIEHD)

131




——Pb1_Asl.54E& —AHrFYsoy —AHLF IOy
— AT ER — X Y—T-LFER /
AsKa+PblLa AsKb PbLb
0.075 +
3 s ¢ 2
T <V(> i (%] a4}
)
0.05 | o /
T
M/ﬁ/
0.025 | ::w///
<C @ om o]
1%}
0 1 1 ‘ \ ‘ 1 1 ‘
9.5 10.5 11.5 12.5 13.5 14.5 keV

H6-1 #HBDIOI7AI) (9.5~15.0keV)

R 0.1 |
—aqf v —YaveE — Zayy
—TNF¥F= —. B b zFUL “ \
— 7 FYREER | \
AsKa+PblLa AsKb PbLb [
0.075 } |
E“ T © § § "g“ /‘
0 S 2 o = =)
- < o N ﬁc’? e\
0.05 | =il 3 /
T | g/
0.025 L M,/%
e ’_—'J'/J’_/_/"/ d
T e ¢ 5
xmwf—«—f%:% I o
" /\/\/_/-J‘
= || | \
0 L L ) .
9.5 10.5 115 1255 1355 145

H6-2 &AHMDIOI7AI (9.5~15.0keV)
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HE 0.1

— a3 WEEELA—X A—tuy"
Jr—HL5AL —F YR VAL —hazlErv AL
—hIZVHL

AsKa+Pbla AsKb
0.075

Hglal
AsKa
PblLa

SeKa

0.05

0.025 F—1————

E=—— RbKh

14.5

keV

H6-3 #AHMDIOTI7AI) (9.5~15.0keV)

BE 0.1
— S RF —— DR BERkCa
AsKa+PblLa AsKb PbLb
0.075 |
5 &8 % S; - N
T gi wn ‘_|cﬂ o wn
o) i
0.05 } o) 5
T x
0.025 |
o g ¢ =
2 g @ o
|
0 i \""4‘"‘:—:’___7—“ . ) ‘
9.5 10.5 115 12.5 13.5 145 v

H6-4 HaBoDIOI7AI (9.5~15.0keV)
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[cps/uA] 1)
003 1 — BHOTOTFIL
— N\YHYTSYURTaTrA L
4TI TaI7LIL
0.02
Q0
%
(/2]
0.01 | <
I
I—
0.00 : . :
1 12 13 [keV]
[cps/uA] 2)
003 1 — HAHOTOI7 L
— RyHT5HorFTnIr L
249 T4 TaT7ALIL
0.02
o)
5
0.01 <
I
e
0.00 T . ,

1 12 13 [keV]

X7 [JRORKGER] ZBW\Weh—TJJ1v5Ta>0DH
1) BE8h—TTJ1v5«1 0Dk
2) AséBraBRU TR IBLSICHRELED—T TV FTa 2P DHI

00004

O BHEN—TI1vT10 T DFER ®
O:As & Br OB EE— O N BERBE T 1R

0.0003

BEL

0.0002

E8 BHEE—IDBICKIHIEMNR
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B AL A SR YERL I TR A B 2 (R i L B R AR TE )
BEAFAIN O (B HERR & S 2 0 TIEBIFE D T2 OHFIE
(23KA1012)
T RAT AT TR S H
SIMTIE K OGRBRIE D BASE 2B D B4t
~ B AR O AN 52 0 FEIFAE R E 5 00 B 38 M ONEIFARIZ B4 2 0 JA AR I D U ~

WHoEs s AR ENZER R EEITERT  MAEMEME B =R

MEES WAERNYEEEOMED RSB OREESE LT, BESWEHWET I BT
IR A HFHEBOREEOR¥EEZIToTE . ZNE T, BXUkEELEL MALDI-TOF MS (2 X
HRTF R AT 4 o =TV T 4 > 7 (PMF)EEMAA DY CORERFREEEOHRGH 21T -
7o, ZORER, AT —F X—ZDIEER IR LERKENE L HWT, —EOREFE O R FEE
MABETHDLZ LZR LN, SORIFEEMBEOR ENEENDS. ENOOREERIT 5
2, ZNETT —FX—RAOUBRL Rt BERIKENEE AW fmF, EEESEZSBE LIk
Br O IFAEMTE DO VB RONE LT TE 2. SEEIR, EEEO~ Y 7 2ADEELH
{EEZOPEHIC LY, RTEHEOIERE L 725 Coverage & EIFTHZ LR TX 50 E 9 D FtL
2. PIRBRETORE, hETIZ~ M I Z7R2ELTHWCW: 47 aa-a-v7 /7 A Kk
(CICCANZINZ, 9FED~ R 7 A% WD Z LI K VBT F RENEE 2 5008 5 hE R
L7z, ZO/E, —HoOREOSHTFERIZS VT, CICCA TR EN2ho7o_XTF KR 5
D~ N 7 22 ZNENHWTESEEICHRE SN, £, ZRETHWTWIH{LEEE TH
LTl LysC 20T 2 LICED, BMIEASTTF FEBHEZ LT LRGN E RS
2. TNLORREEEZ, BHEO~ M) 7 2EH, U Tl Lys-C 206 LT PMF i
%1795 Z LT, Coverage N EFHTHMNEFHR-L A, 3 ORI OMITIZBWT, < b
U 7 A2 CICCA OF, WMbLEERIZ MY 7o DBz HANTZilEORIE LY Coverage 2 E5H-L
Too REEERFTLI-FEZAND Z LT, LORKESSEFERORENTEEEL 25 2 & B HIAF
SND. BT, TAXYUEINNRAT Ly AR AABE ORI TH D Aspergillus terreus D EHT D
SRR RIZOWT IR EZIT o 72, ZOREE, 2011 FLIKRIZ A. terreus & [FIE S L7 FERUE R
TR L FH CHEESNDRIEENRH Y, HEESMETHLHZ LR L. KEERED
METHBITA B OGMICEET D & FHEIND Z 20D, EEBAEMOFLLICONT, FEEREK
BhBRE LUIAEMEOEH OSBEHREFITNEL, 7 —FX—2ARRER L OMHIEH TO
BERIE WM AR L TR T 20BN DL LB L.

WHIE 1 T AR AR
[0 #: 1R A ESRVACSE Sarih ot g st PEIRFE = HERT
T AR AR
(ZZNIEN; I ESRVALSE STk et g i A. BFZEEE
BT AR 75 WA R 1, MAEMZ R LT 5

FEARIE - ENZEE SRS R A e SET DR%L<, ML MAEWIEITME, =i,
A HER BB 72 & 2 BRED O EFEIC D72 . K
Rl R ESRVALSE STk SR T AV OTITIT ZRREEN & LT o
T AR AR WaE BT LO2MBZELET LD LONDH D T L

[ rA v SN ESRVALSE STk oL E g I
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WXEETHD. TO—FT, BEFERNY O
WL 2T D &, FEIFEREOR T AH L
WIHERZWZ ERmLNTWD . AR
KEFOMBOREEE LT, HTEYMFEN
FIEEIEH LR BEOBRBNEEND.
ARWFFETIE, Z o787 I 7 BES| =R
LT EENNEICESSNTF F~Rr7

g4 H—=7V T 07 (PMF) JEICEEB L,

HIFREFEEORG 2T CE 7. ZhET
2, BEHOREFERZ %5 & LT SDS-PAGE &
PMF ZH G o 7o i 2 94 U, ARy
DY I NTAINIEE ST DU TS ) % B
BTEHZEER LY. &R, XV IEMs
FEZHE U OMAMET — 2 X—X 285
Mascot " —F 1T\, F 2 T A4 K% TlilE

ENEETH o722 T BEOREITKE L.

T, EHFEOWEEREREZ VD FEEZEA
T52ET, M) TVUBEMTIIRETE R
Mol U RXIEORED AL 7o 7.
OO BITEREEREOM LICAETH
STEN, TOMRIT—HOWMPEERIZIR S
VAN QAY

ZZ T, L0 O/ ORFRE L EMEIC
[FET D702, 2023 FEICIET —F X—2A
DYRERRH WD HLEER ORFT 2, 2024 5
WX R ERIKENEIC L W 2 X T B D 5y
ez EF s ik, XU ERED
FEENM LT 20 %2R L. REEZ, O
~ MU 7 Z08E, @2 FEOH LR O[FRIREE
Hokst, OEHO~ M) 7 20 E 25D
THAL B 38 O [RIRHE FH Ot &2 9 L 7=, RSB
DODHZELT, ZUoNXIEREOT I B
Wt T 2 ESNT=RTF RIZEgEns7 2
JEEOEIEG TH D Coverage W\, 723,
VIR B OE WO B THBEZIT 5 8% D
TR IKENE % SDS-PAGE & #id 5.

Flo, INETORIFRERNS, LV ERW
ST FIEIS K » TEIFEMAY O RIEFEEICE
TR ESEMICRETEZELTYH, F
ET DI T OMAEMEK O FH% % RS
THT—HX—RIBTHFLICHERH -
234, BMREENEELEY, HFE LR
ICRERBR SN TR B p e L

>~
—
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THRESNLD T —ANLIELIESH L Z Lzt

BL T\, EEMAEYOFLIZHONT, H
B AE 2 EZBR LI EWREO RO SIEE R %

HEFERIZIEE T D LB H D, SCEGH A 2 e
FTTWA5.

AR, T AT NAT LT ARE A
HEICHER L& L EiE L. REERIL,
NEFEORDHHE « IRFEESSFT, 7TAX
VXV AT L7 A (Aspergillus terreus) DR5HE
WD EERINT WD, A terreus 157
TR FNTIEIC L - T 2011 ELIEICH
THEDBEIITONEZ G, KEREND
RN MSIWICER S, BERESET ST
IXBIE, 12 WRELL ERZ ZicNE S &R
STV D., ZDZ EDh, W€K “A terreus”
Wb TWEEKE FEE LA, 2
ebhfEE LCRIESIND AN +03I12H 5.
T, PEkD A. terreus (JRFZD A. terreus)
BT DGR E BT L2 HE L
AT Tz,

B. 5L
B-1) MALDI-TOF MS |2 X 2 FHI7 I 7 B2ERF]
BHEEL LEERFE
B-1-1) 73 HTHéER

' &5rH1121%, MALDI-TOF MS(Spiral TOF-
plus IMS-S3000 ; H AL FHRXSth) &2 H L7z,

B-1-2) #%}
REfFUSMeaiehiL, B ARSI
baybasn-WihEZRne. o-7 27 —FIX
B583, B641 X B643, ~3t/LT7—FX
B653, ' 7 —T¥IX B590 & 7=,

B-1-3) EEHHTFREOFRHR

BT, ¥R EEHEEICG T T 5~
100 mg/mL DYRJE & 72 2 X 5 FERUKICERME LT,
FNZFNFEED 2Xlaemmli sample buffer (Bio-
Rad ft) &iRA T, SDS-PAGE (ZffiL7=. 4 [A]
AW B B O ERKENE 2 X 1 1ZRd . Fuds
BV RZEDHL, ¥ 1 mm 2 HIZH< )
DA, 15mLEDO~A 7 aF a—TIZ AT,
F 2 — T AHKRG%T & =~ U L& gt



25 mM EREET V=7 LKIANRR) 150 pL % N
Z, 10 57 MHR% (1,000 rpm)tk, AR ZBRE L7z,
FIC#EAZ SO 1EEVIRLZZ. 7ER=1KY
JL 100 pL 200z, 10 73l A o F 2_X— L7z,
T h= NIV ERER, BEAEEZHNT
oSz, BNy 77 —(10 mM DTIT %
Gite 25 mM EREET L F = 7 AKEEIK) 100 uL
Mz, 56°C T 45 53#E%(1000 rppm) L7=. ¥
WRxbrEtk, TAXMEH ANy 7 7 —(55 mM
I— K7 E N7 FE2ET 25 mM HRBET
T =7 LKIARR) 100 uL 2 %, BEAF FC 3045
MR %(1000 rpm) L 7=, R ZFRER, FT=2—
TR G0% T ' =KV L ZETe 25 mM
HIRWET =1 LKEHR) 150 uL 2%, 10
53 #R¥Z(1000 rpm)f%, WK ZFREL. [FUT
BEEZ LD 1 ERYIELZ. TR h=RFU L
100 uL ZHN0z, 10 31 ¥ 2=k L7
T h= NIV ERRER, BEREZHNT
Mol S 7. b U 7T (Trypsin Sequencing
Grade, modified; Roche Diagnostics £1:)10 pg/mL X
TV =y RRTFHE—BEHENT 7 L —
K, Lys-C)10 pg/mL ZfFfH L, 37°C —#iA o
Fa_X—k L7 0.1% kY 7 a4 aFERE(TFA)
Zate 50%7 2 b=k U LKEEE 100 pL Nz,
15 Z3fA v % 2 X— MNMEIZ BiE 2RI L 7.
[FERDEAEAGF 3 BTV, 2To Rifxx &
HC, EHELRT 20 pL FBRE F TEME L.
0.1%TFA % & Tr 50%7 & b=k U L/KIEIR,
VT 0.1% b Y 7 v A v FERR K IATR C L
L7z ZipTip 0.2 uL-C18( U AR 7 #h)IZ & TH/L
PEWM) & W S, 0.1%TFA /KIEIK CTHLE4,
0.1%TFA & 10 mg/mL D~ kU 7 Z&E T 50%
7 h= b U LK T MALDI-TOF MS O
YINVTL— b RICEEEN L. SEAICH
f X¥7-1%, MALDI-TOF MS % T A3
FGNLE— R TvRAARY MVERIE L

~ MU 7 RFILL T olbEE Wi, 4-7 =1
H-0-7 /7 A KE(CICCA : 7 ~=T )V KU
v F), 6-T H2-FAF I (ATT : —F 7 4
=Y A T 4T 4T, BT =AY
FE(CA : R bk T26), a-v 7 /-4-BE R %
VI WEBE(CHCA : &+ 7 A )V AR ),
2,5-Vk M %22 REB(DHBA @ BB T
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%), trans-7 =)V 7 WE(FA : ALk T3¥), 2-
B ReF-5-A2 M U2 EHMRMSA, Hirb
% T.3€), nor-harman(RfbRL T.3€), v v
FR(SA : B 7 A L AFEHiE), 224'6-FU &
Fafxs 7+ 7=/ v —KFYTHAP : K
ALK T36) % 2 Z N ARE 10mg/mL & 725
X9 0.1%TFA 25T 50% 7 & b=k U LKA
RIS L CHWE=., %~ b U 7 20 L34
2K 2 1TRT.

B-1-4) XFF FOEEREZHBEL LIEF V&
DIFE

NAANRYT MIVINBRFLNTARTF FOE
mAERIEE L Z X7 EDOREEL, Matrix
Science D7 =7 D7 7/ Z A Peptide Mass
Fingerprint search, 7213 2024 FEIHES L7
Mascot 7 —# X— A&\ TITo7-. FEAR
XTFROEEEZA L, BMREFRHFIZLTO
X ol EL L
Enzyme : h U 7, Allow up to: 1, Fixed
tol

-
—

; Database : SwissProt,
modification : Carbamydomethyl(C), Peptide
+:15~50 ppm, Mass values: MH".

B-2) ERE AT 5 B FRBERONE

T ASIVF VAT Ly ANET A BE O R
ELTHHEINATEY, hoMEIZHhBEKRR
DRI BHA OEERNB Y IR INF4
DML T Z E N HILD A terreus 1T
WTC, JAFRD A. terreus \ TN DD T %
FHIZ B9 5 3CHik % PubMed 35 & T)Google Scholar
ZRHWTHRE L, EIEs FHIERS] O T
FELIO AN BIRRICET 2@mXx A
FLE ™. ZhoDOXMONEEZRAEL,
LT

C. BERVOEE
C-1-1) ¥ bV 7 R X % Coverage ~DEED
fRAT

I FETICENM L= PMF #1238\ T,
~ hU2Z 2L LT CICCA Z MV /-, CICCA LL
S~ N 7 AERHNSZ EI2LD, BtA]
RER_TF RBMZ A REMENSZ X DT
O, 9O~ NI 7 AZAFL, a-7 X7 —F



(DFA B643)& ~ I & /L 5 — ¥P(DFA B653)D
SDS-PAGE DL R PMF fEHTIZ W
7-. B643 DFERTIX, CICCA Z W=k
H %L AT F R4 BB X7z, ATT,
CA, FA, MSA M O'THAP % F\ 7= B2 CICCA
TIIRH SRR 72T F RAE 3 R &
Nz, FTnoxFE EOHT Mascot 7 —HF X— A&
P —F AT o o fE S, Coverage 73 CICCA DI
D 29%M 5 31%IZm EL7=(F 1). —J T B653
DFEFTIE, CICCA Z# HWT=BRIZ 9FED T T
FABHEN, o~ Y 7 22BN THHE
TeIp X7 F R S hve o723 2). Uk
OFRER LY, BT 2% 7B I2X > T
<~ MU AEEHEREAND Z LIkt s
N2H_TF KON 2, Coverage & L35
ZEHBMMERST.

C-1-2) 2 HOWHLBREORRKFERHIZTXL D
Coverage ~D EE DT

ZNE TIZENM L= PMF fE#HTICB8\W T,
HWikEELE L TR 7Y 20, YT
AR Y VU ET K =0 CRERA A Bk

D08, UINERV BEL D ZERMBN TN D.

ZZTY YO C R ZYIWTT 5 LysC Z0f
HT 252 & TUINEY 238D, Coverage DA I
WHIFF Sz, o-7 X 7 —1F 2 fE(DFA B583 &
B643), B-7 X 7 —E(DFA B659)K "~ &L
Z —¥(DFAB653)?® SDS-PAGE LD FH /> K
Z PMF fRMTICH W, ZnEiL Y 72 oo
BT MU Tl LysC #FH L TG LN
fE R A FE 3~6 IT/R L7z, B583, B643 KN
B659 (28T, LysC 0T Z Lick Y
BEENDXTF RO F — 2 BNENL,

Coverage DCILEIL 2%, 8% M TN 1% LH-L7-.

B653 [T oW TIE, SN2 7F Ko ¥
— B e o . LEDORER LY, f#
W4 2D% R EIZk>TiE LysC & Y 7
YEPFHT A Z LT LY, Coveragels ERND T
EHB MWL ST,

C-13)BEED~ ) 7 2D & 2BOBER %
W= FIREIEIZ & D Coverage ~DEEDfiE
#r
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R OfEMTFEFR LV, CICCA DSt~ kY
JABMHTHZ L, LMY 7l LysC
O35 Z 812XV, CoverageN EHT5HZ
ENRHOENE ol F I TEOMWPELE G
HT25Z&I2kD, 51T Coverage 5 L35
NERET LT, a-7 X 7 —E(DFAB641), 71
7 7 — EB(DFA B590)& ~ I & /L 7 — E(DFA
B653)? SDS-PAGE DO FE N RaH)Y HL,
U 7k LysC ClRERE{ET, CICCA,
ATT, FA kO* THAP TN ENnz~ MU 7 X &
LTHW, XIFREHmHE L. Boni~
7'F ROEEHEHKE LT Mascot 7 — & ~X—
AY—F %17V, Coverage &R 7=. EDIL
Wk VEZL, hY Tl CICCA &HANT
FEMT 2 AT S TR L i L7 & 2 A, Coverage
23 B641 Tl 28%7° 5 33%IZ, B590 CTid 27%0>
5 32%IZ, B653 TiX 17%h 5 19%iZ1f E L7
FE 7~9). LEoEREY, NIV T L
LysC Z0fH L, ~ bV 7 REEEHND FHik
I% PMF fRNT OFEROREE A2 M L Sw 52 LI
HhThbERINT.

C-2) EFEREICE T2 0BRFHFROINE
JRFED A. terreus D53FAIZ-DOVW T, Samson H
(2011) 1%, B-tubulin (Bmub) BLOHNLEY
2 Uy (CaM) Bisf7 ExHELLE
multilocus D453 F RAFFENT & TEREFHIFFE, —
KRWEHD T 7 7 ANV EHRETHI LICX
S THIHEZITVY, JAFRD A. terreus \ZIXHEEL
DOWFERZHBEELPNEAIND Z 2B LI
L7z, ARBERITHRE & U CRldl & 72 13BE 7
ELTHERINE., ZWEZo7=ER
BHIL, [RFED A. terreus WEBIZIZT 7 L L
U CIE B AN U T2 R BEAMFAE T 2 A3,
INOORMOBREFHZRITEM Th > 72
7o, PERDIEREBLEE H1 .0 D[R E T IR A
HThoTZLIZLDbDTHD. ZHLHD
REDBFEAWFEL LTSNz, 2D,
Houbraken & (2020) 35 & UF Visagie & (2024)
X, Aspergillus, Penicillium, Talaromyces )& &
e EOBEICENTE, EREHINTE 2
tDNA-ITS SEICHI T O REEARHT TILAFRE
R+ ThHHZ &Emil L, fub, CaM,



RPB2 72 & %;ﬁﬂﬁ/\bﬁﬁ multilocus D7) %
WIRATIC R D R L., 72, BFF
ﬁ%éﬁ’bf: A. terreus (JEFED A. terreus) &%
neefgxaRB~WEEEHL 7 v —7

[ Aspergillus section Terrei (24517 % series Terrei |
WO R 7 — @@l ER LIz, S b2k
T, series Terrei DFEZERME LKA I FEAR
INTHBY, 5% I DITFIRNICTFE SN
HFITHINT 2 B2 bnT.

UL B BAT O 53 F &% (Houbraken et al.
2020 ; Visagie et al. 2024) (Z}3< &, JKFED
A. terreus 1%, PEF D A terreus, Aspergillus
pseudoterreus, Aspergillus aureoterreus,
Aspergillus floccosus, Aspergillus neoafricanus,
A.

Aspergillus

alabamensis, Aspergillus  citrinoterreus,

heldtiae, Aspergillus  jilinensis,
Aspergillus montoensis, Aspergillus neoterreus ¥
X W Aspergillus pseudoalabamensis @ 12 F&IZHH
srbEaind (£10). Licdd->T, 2011 4ELAHT
\Z TA. terreus] & [RIE S VT NI S 0D LR
ERRIL, series Terrei N RIfE & L TH[RIE
NWHRREMED Y, TRFD A. terreus & F DTk
fAMEELSRES LS 2 T
multilocus D53 F R HEIEHTIZ ED < 7[R E 23 4%
HTho.

A. terreus OB & FIRRIZ, SRR ETEO 3 E
WITAS R OMRGICEET D L THIND Z
EMD, BEFEMAMDFLIZONT, IB"Wz
G % B RE LT T O RO O 3 BRIE R A
WL, 77— = AFER G O ﬁa*flﬁ

TORGRIHERZMFE L CTERF T H2LENH D
EEZLIT.

D. #E#
TR VKENE & MALDI-TOF MS Z#A& bt
T UINEE 3 O FE R O N EIZ W T, XD
£ < OGO RFF A IEMEIZFEET 572901

—REAR, BERICHIE WS W R EITo 2. B
SNHRTF FOREEIELT 20T, 2 FD

BRI L DHE L BEFEDO~ ) 7 2% [

Witz AGbELZ LITLD,

Mascot +—F DfERIZIIT D Coverage D)
NRO NIz, ZOHEEZMNDHZ LT, &
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DIEE S EFFEORENAIREE 2D Z &N
S5, £72, 2011 LIRS 4. terreus &
[FlE SN2 B ERIT R 524 ICHERE S
NAHAREMERDH Y, EENIMLETHDL I L%
el Uiz, FEFERE O HEIERITS % b kit
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