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i EEHE (GB2760-2014) & LB L, 4
FCHAELLEZA, AARMAOIERO SO

R, HRTIEZ2 2OER E LT L THb
NTNDHDORMETIIOE >OHERE L
TRENTNDE LD b H o7z, AIFEE - 44
FE DR T, FJFIC X o TIBUS RIER OB
R e MR LB L oD b DN FE
fzoiz7z -7z,

G oy RIS & U R EME OFENS N T H
LY NNT AT E ROERIZOWT, V7 =
ZIVAVIR VB SEEYE L LT RMS kA2
BOBBTHIFTT S Z LIk, TOERHRT
REMEZ R L. ke Lz a oY
LT IVTF B REREIZOWT, RMS EhHE
BIVTRER, fERIE L LTI & A LR
T2 o7, 2D OFERITMF RN L 5
EWNR o T2728, IEMEZR RMS 2NFLH &
X, HPLC IZ L 5 E'mOITRERE Thih
TREIC TS, Tt G E ORGEEEY E %
Z W H L H T2, 'H-gNMR & [F% @ HPLC
WK DERMITDARETH D LB DN,
BATO JP17 THHWLA TN DY LT L
7Tt FIEMES O GEa BRE 5 L, AN
TeCIRER L7~V 7 = =)L A )Lk & FL U
BHE LZRMS L, EOEMMETZHHAL
A RNOEND BENZERETH Y, By
Bk LTHHINLWFIETH D.

3. BEAFUSINY) O & A RSy DREERTIZ B %

wH5e
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1) B XEAFEOEHRITITOWV TR LIS R,

7RI A PR v vicHETELDT
Fa ot EYTH S L BRRBI Nz
NFEROFEBRERLITE LT, T I/
EHEIC K o THERLEZAT AV VERT
I N2, HO 2T 2 7201 3 E I
BYRETH 5.



4,
1)

3)

1)

BEAFASINGD O35 A RSy AT IZ B 2 b5

N=NFHAROFARKINY 70 I
ANORB THLZ ENMERTEZ. LL,
P7m I A KRB ORTIEN= T HE
FREOEMOMATH TE T, RITE T
RS DIFTED RIR 47, HSCCC |1
L BHClE, RENOE GRS DB ST
Z LB HPLC OB T A TIEOBEESHICE

IRWRHE S DAL D LB A bz, A&,

RIS DT 2 DO 5T ETH D.

BEAFIINF ¥ iz s 2 0 7 % 51
DE A FRHT B OVE 8531 % HPLC-UV-FL |2
X OFEH LIRS, Tahrxr, mvio
HFFXLHL— R, TEDTRL, HahT
X HV— N, =TT V— N, AT
XU AR TXFUONERETHD &
ZEz bz, BUE, FryithouT X
DOEREHAERE L THOLEEPHNOND Z
EBZNDR, ZORBRTITH 7 F U HOKRE
DROONDDHTHD. —F, Tty
DA T F ORI R 0 A — B —H
THR->TWS, 2, AERE L7z HPLC
SMEBAL, B> RMS ZFH L fiif#e
IINTEDIRGET kT 2 TETHD.

. QNMR & HI T2 BEAF IR0 O il 53 1 kg 7B

BB D28

FERHE M DR B 2R ET D7D
'H-gNMR % W e Gt 2117072, 7 3
vaRFERERE T D [FHERHh) T okl
EELZRET 256 0HEEK T E LT
cuminaldehyde #%}% & L, TOT7 LT E R
D 7 F /b (methanol-ds T §9.92 ppm)%
HEJT 2 'H-QNMR % FH 72 E B THAE N
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EDONDAREMENHERTE . 72X 7Y
—7 TlX, NMR A7 FUZHEW TR
C 'H-qNMR 233 H fTRE 72 o 7 vk &
Y175 trigonelline TH Y, D> 7 F /UL 24
7' k2 (DMSO-ds FCT9.16 ppm)D & D TH
% LIFJE L7z, 'H-gNMR 15T trigonelline ™
EREITIZET, 72X 7Y —7 ZJFME
T o FRHNE Y DR S OREN TE
L A[REMED R STz

6. QNMR % F W72 BEAF RN D 5 A FIEIZ B

ERAL ¥

1) BEFA I D ik oy B a2 o S RAL L O

WEoR ExHIEL C, BRLUES) v v
BEhoF ) vy v RO Y vV v
(Naringin-G , Naringin-2G, Naringin-3G,

Naringin-4G)Z Xf & L 72 RMS EIC X 2 &
BFEICOWTHRET 21T o 7. JERR & 135
7 5 EmAEMm@4-8 F e X o ZEEBFHEA T
MINERT B F ) P v R OHER Y v Y
YD RMS (1.23~1.24)ic X h HH & =&l
EXNROERL, WEREEME R Z B 5
E LA ERE LV EON-ER] LA
BhERED LN o7, Fkic, 7Y v
VeI ALY v YV D RMS
(0.994~1.00)IC X Y B X /- BEoafs > U
VU VERBRBIECRELVEBONE-ER LA
BhEREDNRD o7, —F, R
PAUIMEZS: T L o) 1 R A I (e
WU, Naringin-4G 1C & b ICkk4 R D
RY = b —ZABMML 72ALEVBFAE L
TWbZERHEATH D5, Th b DRHNINT
WEtch 5., fEoC, ERAEE L TREZ
WHS 5 720121k, & ofEEE ORI )
VYVETRERNRL T2 0MICT



7.

)

F.

ME DB LEZ LN,

BEAF AN D 7E B

78

e

i ah D5 B B9 5 F

JA RFERTHD Y aXy
I FFUREFIIGENDS 7 1
FIZEENDARTH
%27 7 XV (curcumin) & X5 & LT ARk
— MAMESZ L 7o, BRI O S E MR D 72
ZITAR S DEERBROBRENEE L
V. T, EE VAR i D A R
EERET 20BN D, 5%, [AERICLT
FREERC Sy DER Iy B e R OB EM D&
B ATV, FEEER Y LR E R & LT
DONEDRFEEITO TETHS.

(lycopene),

v (crocin), =

i)
pNala]

fERRfErIE
L

FHER

1. FmC¥eE

)

2)

3)

Nishizaki Y, Sato-Masumoto N, Yokota A,
Mikawa T, Nakashima K, Yamazaki T, Kuroe M,
Numata M, Thara T, Ito Y, Sugimtot N, Sato K:
HPLC/PDA determination of carminic acid and
4-aminocarminic acid using relative molar
sensitivities with respect to caffeine. Food Addit.
Contam. A, 2018; 35, 838-847.

Masumoto N, Nishizaki Y, Sugimoto N, Sato K:
Phytochemical profiling of rosemary extract
products distributed as food additives in the
Japanese market. Jpn. J. Food Chem. Safety,
2018; 25, 105-113.

WARET, V=, AT, R 2
KiEkt, ZHET, BHAW, NIAET, &
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4)

5)

6) &

7)

8)

IS T BR24- A FNA4-T 2= VT T
EFU77V®%ﬁ¢ﬁEw@&E.Hﬁk
76, 2019; 26, in press.

PUIRTEE =, BEAET, ZARER BT o
fEHEMERELR I 35 1) % 7 B NMR (55 < A
T NVIRE DR E|— 0 i il o 7€ B AR A%
mra~t 777 4 —0DF—. FFIY v —

Fv,2019; 2, in press.

Saito N, Kitamaki Y, Otsuka S, Yamanaka N,
Nishizaki Y, Sugimoto N, Numata H, lhara T:
Extended for

by

standard method
NMR

internal

quantitative ~ 'H assisted
chromatography (EIC) for analyte overlapping
impurity on 'H NMR spectra. Talanta, 2018; /84,

484-490.

TLSERE, PTERE, LR —, PEIRLE =,
EARERS, [BHEHEE, HIRES  'H % E 8
WS LBy e HPLC D&% IC X 5~

TEEFFTFL VT UAT — TR
DERF . SIHTREE; 2018, 67, 541-549.

Nishizaki Y, Masumoto N, Nakajima K, Ishizuki
K, Yamazaki T, Kuroe M, Numata M, IThara T,
Tada A, Sugimoto N, Sato K: Relative molar
sensitivities of carnosol and carnosic acid with
respect to diphenylamine allow accurate
quantification of antioxidants in rosemary extract.
Food Addit. Contam. A, 2019; 36, 203-211.

Takahashi M, Nishizaki Y, Sugimoto N, Sato K,
Inoue K: Single reference quantitative analysis of
xanthomonasin A and B in Monascus yellow
colorant  using  high-performance  liquid
chromatography with relative molar sensitivity
based
chromatography. J. Chromatogr. A, 2018; 7555,

45-55.

on high-speed countercurrent
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10)

11)

12)

13)

14)

Takahashi, M, Nishizaki, Y, Morimoto, K,
Sugimoto, N, Sato, K, Inoue, K: Design of
synthetic single reference standards for the
simultaneous  determination of  sesamin,
sesamolin, episesamin, and sesamol by HPLC
using relative molar sensitivity. Sep. Sci. Plus,
2018; 1, 498-505.
Nishitsuji K, Watanabe S, Xiao J, Nagatomo R,
Ogawa H, Tsunematsu T, Umemoto H,
Morimoto Y, Akatsu H, Inoue K, Tsuneyama K:
Effect of coffee or coffee components on gut
microbiome and short-chain fatty acids in a
mouse model of metabolic syndrome. Sci. Rep.,
2018; 8, 16173.
Fukaya S, Yoshioka H, Nagatsu A: The

Kampo formula “Juzen-taiho-to” exerts
protective effects on ethanol-induced liver
injury in mice. Fundam. Toxicol. Sci., 2018; 5,
105-112.

HIF R T, AZARER, &)IHEIERT, )
HER, LHHERY, MEEAN S o7
LMTEFRUETEFTATE FOERD
BricksiF s gNMR w7z L —H 1)
74 ORERR. HEFHERT, 2018; 138, 551-557.
Fuji Y, Uchida A, Fukahori M, Chino M,
Ohtsuki T, Matsufuji H:  Chemical
characterization and biological activity in
young sesame leaves (Sesamum indicum L.)
and changes in iridoid and polyphenol content
at different growth stages. PLoS One, 2018; 13,
€0194449.

Fuji Y, Ohtsuki T, Matsufuji H: Accumulation
and subcellular localization of acteoside in
sesame plants (Sesamum indicum L.). ACS
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Yamazaki T, Kuroe M, Numata M, lhara T:
Development of single reference liquid
chromatography quantitative analysis based on
relative molar sensitivity. AOAC 132nd Annual
Meeting (2018.8) (Toronto).

Miura T, Sugimoto N: Quantitation paradigm and
preparation of quantitative reference standards.
AOAC 132nd Annual Meeting, Symposium:
Practicality of quantitative NMR in quality
control (2018.8) (Toronto).

Sugimoto N: Development of single-reference
HPLC quantitative analysis for chemical
compounds derived from natural sources based
on relative molar sensitivity. 2018 APEC
workshop on food safety and food adulterated
with drugs (2018.9)(Taipei).
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FIE T, AZAERS, RS T - BRAFEIn -
VB D RORNT. B R TR
114 [FI"P AR 22 (20181 1) (A 5 7).
TR, 2R, ARETES, R,
iR, EETAR, AER, ST

RPN EXRT RO X 5



8)

9)

10)

11)

12)

13) ¢

14)

FEERIEEOMET. B AR LA
AT Z(2018.11) (A B ).
KBRS« RIRISINY) D SE LR : qNMR D

= 114 [H]

IS ERBE. 5 55 BIEMM LY VAR T T A
(2018.11)(HL )
M, YITE—, BEFE T, BOlkE,

INRTRE, BEIRSEAD, KM, T EZEIT,
G IEL R, PR VS, 0 TR, <7 AR
KAER, VERRAST - ﬁuuqﬂwﬁuuﬂ%bu%/\
WHESCEIZ T 7o em). 28 55 Bl E#E L
AN R (2018, 1) (R ).
FAERE : QNMR 150 E AR HE(RIZ K D%
KR, AARSERE 139 £k VR
UL TEVERHE(Quality)D L ¥ =7 KU
— YA = AL TR O T B
(2019.3)(FEE ).
SRVTERE, TR AREAS, B - VEIRTRE =,
SAEAS, VEEAEE, RS I A
S A O 5 E &2 1A ) 72 HPLC-RI
BT DAERE VIR OREMEMEREAN. A A
(b 99 FBHIFEE(2019.3)(FF ) 1H).
VOIRTHRE =, $nAGHED, BROKHRT-, HEAE T
AT, TEE, JRER, KEEA, A
H T, EARER, ST, XTTFRE
fRIE Lf:@ff%bﬂ%@%ﬁlﬂ@fmﬁ
) ~BEE H AR
T 24 IEIA% - TR Z(2018.4)(H D).
SAKETY, TEIRGHE =, BIKH T, HEARE T
AT, TEE, JRER, KEEA, A
H, EARER, ST, XTFRE
R Lf:@ff‘(ﬁﬂu%@%ﬁﬁ@iamﬁ
FHQR)~BEHE H A& S b
TR 24 kRS - TR E2(2018.4) ().
R, TREHE=, HAET, AW
ZHBCT, AEMR, EHERT E}Eﬁ(fwu

_/)1/ \"(‘»\,,

_/)1, \‘(‘N,
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15)

16)

17)

18)

19)

20)

W b0 07 KPER A O U RS O
FeE. 25 55 MlaeEf A e s
(2018.11) (A T).
WARE T, W=, TEE, AT
EARER, WIS 74 NEAA—RT
LA EHERIC K DHEMOIL S D& D5
K. 55 55 [ REA AR P SRS TS
(2018.11)(FE ).
HARBE T - B VEREEZRIA Ly o7
VY 7 7 LA HPLC oMrEDIE . 8 55
(=1 S TN S e s (Tl A S
(2018.11)(FE ).
HATE A, PHIRFRE =, LU sE, Fo4- R,
R, LR —, HVTERE, VEHMEE,
FR S, AES, ST - fExEL
BEZFHA LY AT ILTF e RERE
OFEF. F 7 BEE NMR 7 77
(2018.12)(HE ).
EEAK, VEIRE =, BIARE T, AT
TS AR E R, VERRAS -, 2 B —
Single Reference HPLC VAIZ X 59 E—/1,
Iy, eI, BEY DO—
FOTIEORESE. A AR R 24 A
TR« TR 22(2018.5)(HR).
EAEACK, VEIRRE =, RZAER, ke T
Ao, R, RS, Rz R
— N 77 L AHPLCIEIC L D

= U 7T RO R R E B E O B %8
RIS . 78 BT bR RS

(2018.5)(FHB11).

EEARN, THIRIE =, ARER, fHRE T
AR, TSR, AT, Hhz Bib—
AR O EREZ B LTy v 7
VY 77 LA HPLC E&IEORFE. BAR
B T AR R T EE X Rl AR 4 (2018.5) (K
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22)

23)

24)

25)

26)
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Takahashi M, Nishizaki Y, Sugimoto N, Sato K,
Inoue K: Single-reference HPLC analysis for
natural components based on relative molar
sensitivity,. ~ PITTCON 2019  (2019.3)
(Philadelphia).

AL, FRIAR, MMER, BREW
K, KEPIA, WHlRHE=, MAES, AR
B, {EEAR T, & & NMR('H-gNMR)%
IS L 7e R = 3 F R AR « carthamin O JE
B, 017 BT BEM R R X T,
P26, (2018.6)(FELETH).

LM, RIS, MMER, RS
K, KHEPIA, WHRHE=, MEAES, AR
[EA, PeRRAR -, TERE NMRIEZSH L
NR=NF PR3 carthamin OWAREL D FR
AlE), H5 64 [A] B A2 TSGR %, H-
7S, (2018.6)(4: B ).

FEITAAAR, AR, KEHA, [T
T D BAR FHERNEDOBFE |, B AR
255 65 4, 1P-87, (2018.9)(JE B1H).
Kibias, fAHESEE, TR, NS, &
[ EEEA, VEIRTHE=, HAREF, R,
STSEHE, v R, HIR R, AR,
VERRAS 1, IRRRTE « AR R 139 £
(2019.3) (F-ZE).

R —BR, EAKER, BT LA
(T & 2 BEAF AN O 5E B R & O AR 12
B9 258 (P-18). HARMEAEZRE
114 [BIZAAT R (20181 1) (4 & ).

H. FAOMEDOHRE - ZER(TEZ ETr)
L
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JEAE SR AR EEABNE (B O MR AHEEMNIT )
BEAFASIN O S E R0 7= 8 O FAT FIE I B9~ B e
(H29-& fit-—f1%-007)

YRk 30 AR AT S P

WEAF IR O Rl 53 A el BRI 2 B3 D WS
~BEAFININI D ARG AT B3 % A (Rt ) ~
¥xatE ERE— ARAEEVEANBARRINIWG S SRR

WRES  BEFERI 3 6 5 4L H O IC OV T, 8 9 BT AEEIC 8 9/ H
DI S V23, 728, 115 0mE (K1 6 0BUE) 2REREDIRI T S.
YL, THETHEHARNI OB SR A EE~O BB Z BAFEIZ,
ErMEDTX7-.

WEAEFEIZ S E & R 3 OFEENT, 56 9 IRE IR AEE O AR EHIZ, BRI ED
B EBRERORIE - ERRIROERS ORGSO RE L 23 L, 155 5 WEHERINY
HEHE OFHTEZBEEL, HFEBSRORERG LK ORE LR 21T 7C.

E DR AL DR TE STV WEETRRIIIC W T,

CERE TR, B THENR TS

- NI & U CORRME L ARGy BRI

- LRI & L COFEEREA R I e

c ELWEFOFERMERDEH STV D 2 & OREER R+
EWVS T ENRSZNZ EBNER SN TS, TR E T, EERE TR 2 B OReE
L7z ECEOp Ik U CER L CE 7. BRI 5080 B DUV TR E D K # e
mmHPER ST EFA DD, A% b AR ERE O NLETH 5.

AAEFLNE, BEFRID ORG BRSERIC S & 72 2 [ENF L OV OB HI DUV CHl
HBEATO & & BIT, BHFRIIIRA O BT REARE K O Z AU BTS2 Bk O B e

H TR DR

DHEBFIZOW T bk THEZIT > T EINEE F L DT,

I AR
FO®  (—fth) BRSNS
WS
wIE RERT
BRI TR RER R
Hifz
UNEFRGEE (—1h) B ARSI
GOl = IS
A. BRI

(1) BEFFIRINY) DR 3 DGR, B2
MRBREERD, ENVEIBROFTESZORE
5 9 I IR TE ERNE IOV T,
AAEFEVERR T B MRAE A BUSE L OVE %

B DG B DRI, 2 MERRBR IR IR DL,

[EIPNA SRS DA 5 2 A L 72,

(2) %1 0RRINEBEFHRMY RS B B
FOBYE « REOEBAMOFEE

%1 0 MU ERBETFUS I Al i B O F i - il
1 REISGEH STV BFERIC W T, H
B, 285 SUTHER DB O DA 2 fikioe
FEha L7z, WEAFHOE L OE, ZORH -
RLE G —ERIC LT

(3) BERMBICET 2RE

BRI E L CHOW LN DRI OV
T, BEEREORE, /7%, B2 OWTHE
ZREGEHINTAT - TN D . MEAEEDLE, IR
DOILFFEDOFEE, HEIC OV TR L=, A4E
FEWZDOWTUE, BER IR A D355 LU
EFMT OMEHRZ L 0 A U 72 ERRE E~D R} IG
e OVFARHE SIS - T2 ERRAE D il DT
T LT

B. BFFEAER
(1) BEFFEERIMY) DR DGR, B2
HRBRERRK, EBRAREROFESOHRE
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5 9 hRE SRS A TE EARML GBI DV TIR
DHFEIHIZOWTHHIEZITV, HiEhls L0V E
IEIZ Table 1 {ZF & D7,

OHFHE (R) KO 1 0hRAEMLERN
WIS TE E R BIRE S DVERCIRI
QBRIEIZEET 55 3 FH K OV A +ARGE
FEhER DL

OENS S DA

@22 R D FE R

Q) FB 1 ORRNERBEFERINYEMLEERER
URYE « KB OEFAEHOTE
BE4FEHOFE L D%, ZOHH - RILEE
& Table 2 {27~ L7z,

(8) MYEEROEFREDFE, HEDEZFH
(Z2WT

FER T AERARIEECH 5 D 2 LRSI AY
FRICIFEL TRV, £, TOEEMED 2, ks
ROBICBWTEEL SN, IFHITWS.
BRI, ZOREEOE S L0 BNIRIEEREIC
HZ L FHIN TV S.

TITC BREEFEEL L CARMIIMME LT
T 284, Brlo eI, Ao
EED D. BB  MFREERRICH D54
DOEEEDERICTRH I N L O TRITF IR
S AR

L, ARV, 2%, BLOH
TEDHAN « FHEOMEAZ LY, FEFROMEFRN S
EENDZ NV TRETLIZ LN
L. Fle, ZoZ kL, TOERETELLOT
H7RUN.

OB, FEMEH SN TV DR A RICA R
1F72< &b, FEAEHEIC L 0 BRI A E
INE DI & OBEENE T D Z LI/ b;
AELHDLN, ZOZEREEERLRNE D,
KSR ERFT L TBMERH D, bob b,
BN & U TR SN DR O R 2D
ELRIZIW TS, LR O ORENME, B
K OFREAMEOF TN Z OHE L 72 2
23, MR OMERRE I BV I EY Lo
SIETH Y, LKLY B IRMLO KR AEY
\ZE DD DT TIERWD T, FDREMENED
5D HDTIER.

ZDE DR D, T EOWE, 720X

R EFANTOEHRZ L, MEEI O MR F A
HEUTEEETH-TH, 2O ORMEN 23 =,
¥ L OVYEEELR A B R0 M D FE A 228
Do TN LR TE UL, EDOL2M
WCRIERAET D Z &b 720D T, FiREFR~D#E
BRZ BTV, BRI TEE O IR _EA] 5 R
72 < IR ELEDOH A CE 5 L3 o4
BENZYTHDLLEEZOND. 2B, HFFHO
FEFUZ DWW T ORMIINDATE E~DIEIT,
NEESLEOBEORGFREE 752 & TLW
LEZLND.
INSDZ EDFEEICHOWTIE, ERK 29 £
BEAFII0) O SHERELR D 72 D DOFHI FEIC
B9 2 W98 | —BEAF IR O B3 BAS DR E IS
BE4- 2 JHEAGE— (2B C Rl o &
JFFED[FE, 43ISOV T OHT T, 3B L7-.
FIUTHNT, AFRTIE, BERERAED DSy
2B L ONREEEM oA L v 4 U7
I A IEYTAT D T2 DS RIZOWTIRR S,
FEFOMFRZE R IIFA & LT RO FiE #
ECHEOHERIZ L VATH Z e EE X
His.

1) HEFOKRES (5 : Bergey's Manual of
Systematic Bacteriology , Index Fungorum ,
MycoBank 72 &)  DFEFRZ HIFER.

2) BHLD & % 5357 B OSANRE T ORI
BT L.

3) BHYRERORAFERS (5] : American Type
Culture Collection 72 &) DEHIERIZ D 2
IS AR
4) N OFEE () ORBMHABRORT T
4 7 U A NERBTLEFEAYORFEIZET 5
T

(1£) KIE GRAS, W4, A=A 7V 7"

—a—U—F K, 7R RE
5) ZOfth, BRI LHBTTE 2 A8091F
.

772l TPk L5 7eFEhic Ly, B
T RIS o T ERA T OMERA TE 220
e, TERI b ORGEFOERE O KB T
WZHDE, APERROETEN /2N EERL,
BT D RIEHINC L DI DF4 % B4 72 5
JFAELTHIEHTES. | LT HERNEY
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LEZOND.

< [AIE SAVTC R 3y < B e 7R RS BE D e
R TE WA,

L OOFERE « I DD DFEESE DO B R Tl
& LZRERLERN 72 WA

F7o, EHEMHCROBEFEOYE, O E
72 5 HEWFRO SR, TN O 72 K2
WTIE, FE R BT OME, BHiod 5
FATRETR &) IRV A ORfER - B EITH Z
EMZYLEZ NS, Ik, EiROEiER
2D » ToMERB 24T 5 B O UL LAY O Ja i
(B9 DR RRRILE R T 7 D THEIC O &,
PUFIZER 3 5.

*EMICONT

Ml DIEREBIZS, LR AL ARERITIN 2.,
BT OSYRARIESA (72 & 2L FREDIENT) (12
FVRIEEATD. 7nks, SPHREEINOESRIC
KO, REEEZEHOSDOIZEHTS.

([FIE DFREE & 70 D8R T DO BLFIFET)

HMEEHE - 16S rDNA fighr 7 &

SRE : ITS rDNA f#HT, 28S rDNA-
D1/D2 fi##t, B -tubulin A& Ff#HT, calmodulin
A& 74T, TEF-1a (transcribed elongation factor
l-alpfa) B FFtT72 &

%Rk - ITSTDNA fi#fT, 26S rDNA-D1/D2
it 7n &

(3B n RS AT R R )

FFEOMT TSI DNA M 5D 4 2 [ 5
¥ F Kl %5 — # ~X— 2 (DDBJ/ENA (EMBL)
/GenBank) (ZxF U CHRIFIPERR SR ZATV, [RIESL
1.

(_LFEAA D TR L DAFT)

MEE, RRE, BRI E, MEIZSE,
MALDI-TOF MS % (3%) b 7L TT9.

() H LRI E R ARNRY N IRE— 2 T T —H
N—2LETHZETRIEERATIOFE. FH1TH
ERARERHFSEH®R: XTTF R~y Tk,
p.2404~2407.

o, YMAMORIEIZBWNT, MEIZIGTE

T, MDA 975

(F4IZDN )

FAHIZOWTL, L FOREHRIETHWST
WHLDIZEDZEET S, 72k, o Hiined
LA IEEORIE R ZEET5.

NCBI @ http://www.ncbi.nlm.nih.gov , @
https://www.ncbi.nlm.nih.gov/Taxonomy/Browser/

Wwwtax.cgi

B DN T

L% B O AT i (P BEONE, AR
LI FAF B OFMTRERE) T8, BRI
Do FRZEMERAL, WY T ~ DML 5%
EATHTENZ Y EEZOND. 128, FAN4ITD
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—Jb, TEbhy, ~FHY IR
=T /L CHIH L7 D LA
N=bOTHD, FRATIEAT ¢

AKinlL, 4% Orpzasatival—)D
DFfit-AF (Oryza satival. ), /I
#& (Triticum aestivumL. ), ¥ A
A (Glycine max (L.) Merr.) Xk
vEnay (Zea mays L.) DFEA)>
DEONEAT 4T RS
TS ETHHDTHD. TEARN
VERETIENDD.

INFT AN, KD EITREE
AAY

SRR RO DDA, 4 E,

MR DS DB IEAL T

BY, SFHLO/INET A<t [ R

DIz, EFL, IO

RIEEN TS, Kdapsizoun

THRIERTHS.

K AZXDFEA L NNTETIL D
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YAV HERTHD.

FEFDAELIT=H OB TEL T
VWD,

TrI4T 8 | T 74T O | BER: (Phaftia rhodozyma AL, 77747 TP I 4T RO A EAT
e WALz, | MILLER) ORI, ==iE | (Xanthophyllomyces STceZA, FHELTIT
TAEXY T | BT RN, =X —)L, GIKT | dendrorhous Golubev ) DE5# | [ Xanthophyllomyces
EEMDETDHL | F /b, AFHUXIINGD | IRDOELNTET AZX 2 F % | dendrorhous Golubev ] TX ik
DEN). BAWTHIHL, BIEABREL | TS50 THD. BHMIE | SN THY, B4 L[ Phaffia
THELNZLOTHD. R | 250l endH5. rhodozymal 3RS TN,
TAEXY T ThD. it~
IRE T 5.
"I TZLK | MITTV DRI | FRRNT T (Capsicum AKX, N HZ (Capsicum BMHIBBONIITZTlE C.
M MO LTS | annuum LINNE) OF5250, | spp.) OREPLRIHL TEHIL annuum L. DUAALIEEL TR
iz, KIEMEWE | FIREFFEG KX ) — )V THHL | 72, KW EZ L3500 | 0, 2R 200,
BERSETDHL | T2bDOT, XNy, XTTFR, | ThHD. KEFSF T, C annuum
DEUN). X C 25T, L. (AR ERE T [fruit
of various Capsicum species]
ELTNA.
NoHTA | NOHTUDRE | N HTY (Capsicum annuum | AR50, 7T (Capsicum NI AKMERHEIZ SR T | BRI
F MOEHLITE, 1 | Linné) DRFENGEOLNT, 1 | spp..) DRIENGELNT, 17V | SUET 5003506 Y Thb. WINTEEDE
T F R | T TR ET O | TR TR E T HHDTH ES
orETHb0% | OThL. RAMEEZETLIEN | 5. RHMIEEZEHLIEnH5 AKX, hoHZ
(ALR H5. v (Capsicum
annuum L.) D
RIBHEH
7o, W7o
VAR ERE
THHLDOTHS.
‘HMEE
T2 EmdHb.
a—b—H | a—t—0Of 1) | TAREa—t— (Coffea Kb, 2—b— /% & (Coftea a—b— T IR, o7 R
i SigbNTz, 7ana | arabica LINNE) OfE-JX0, | spp.) DFEOE57-, 7oay | Z—FE, KO GRENFEL
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T OVRY 7
x ) —)VEFERS

BT 2L e R T =
BRI KSR CHIHIL TISO

VIR ORI T = ) — )V TRy L
THLDTHD.

TW5 3 JRFETHY, A fhz s
15 ECTIEhEICRETHD

ETHLDEVY. | b THD. Bk sE, 7a LIS FHIRAEZ T HZ 8N
7B R OVRY) 7 = ) — VT b, TIEHFEOMIZa T AL —
5. FE N AU B FEDIBINO W EL
DRDTE. (58 9 iE MR
N TEE 7 A (i
IZHDED))
TR gT | TR TIT L | FlE (Agrobacterium AihlZ, fE (Rhizobium - Agrobacterium fthod
VI LAY ) | DEEERDHES | tumefaciences) DEGENR LY, | radiobacter(Agrobacterium tumefaciences D F4DVEHIT | Agrobacterium
¥4 Wiz, 272770 | BB TROLN SR TH tumefaciences) \ZfR%. ) DYWL | 7oo7-70. JEHBE 2D
NoBHFRRIET | Do BERIIAIZS TV T | BELIVE, A7V )7V % THMER DO
HHDEN). Hb. Koy DL D THS. D%,
H—Av)— | v FRmyOE | YRR my AL, VB~ xmy s — A~ U—HhH O E RSy
Eiiifaaty] UFAEBEHN | (Rosmarinus officinalis (Rosmarinus officinalis L.) D | 1%, KiEtEz =79 85 SRR
7=, IV B, | LINNE) OZESIAELD, —f | UIEromHL TELN=L 0 | MEEm 8B TR, KM%
TN I)— RN | AR, BE~BEEE ks ) | T, IV Bk O ) —) | RO FER A Tn A=)
RAY )=V E | —VELLETZ =)V THIL | 2kt b DEnA~ YU fgh | B CThhTo. Fiz, FKEtE
orETHb0% | THLZHO, UTRKRF~E | ElET200086Y, 2t | 23BN, nx~/
VML) RgFth, 2% ) — VBT | =2~V —lHY) GEKRENE) & | — V&R EL7RWED03)8
ERAS )=V THIHHL, % | Or— A<V —fhit OKIEME) & | DOEFGEL TWODT20.
PRELTHRONIZLDOTHD. A | T 5. TXANC XUTANEEE
R, T/ —ET TV | DZERBD.
AR (R =), TV
— VROV ) R T
2.
Tty | FrOENLHED | Y AXET v (Camellia A8, Fv(Camellia sinensis LA OISR - | BRI A
Wiz, h7x %8 | sinensis O.KZE.) ODIEIVHRIL | Kuntze )OIELVRIL =K I0ES | B AEITFESSEBENHIELS | MIBIT5514
LR ETHY | 7oALY, |IRRE, RRESUIEN | e, ATRUBE TR ET DAY | s, BiE- il TERe |1, v—reTF
DEN). g, 7K, BRMEKIAIR, G/k=H ) | OTHD. AT, JFEEIOFEIC | 2H0EEZHND. ZRIZHOWT | vl & Ok
—)b, ZH)—)b, GKAR ) — | K0, v—a Ay, SRR | IXEREIC I —a K, B | B ESh
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Jb, AR )—)v, TR, Bt
F LT VRV KGR CHl
HL7ZbOI0BELNTZH DO TH
5. LT R AR S
Te. 728, FYDIEDOUH 1L
IZET—ar F ) E R
NHLDNRDS.

W e ORI 73 8%

USRI AT B, fLA Ko fld
SHVTALEFI I Z DWW TR
EERENDHY, HHMELEW. £
72, FAE TR AL CTHOMEHICE
I <y A @AY

TW5.

BREAR

UV RV (Rhus javanica
LINNE) (ZR#ATDHHfE T, 7
F %} (Quercus infectoria
OIIV) [T AET AR BT,
K, =& )=V UTEBREEHIT
L2 =, T~ AR%
7 (Caesalpinia spinosa
(MOLINA) KUNTZE) D3
I, BRI TR L7=4 =
v, TIVAU S TEESR (AT
— )L LTI
b D ThHD. BT
Thb.

A, TG, ZT7RKUTER T
MBS Z =%, TIVH X
I IEESE (X —8) I kK Sy
L CTHRLNICER TR E R L
THHLDTHD.

LT R O DT fE
ORIENRHY, 7 FFHZOW T
FRORFE DR EETHHZENDHE
Ws = DR RIS DERICH
B TRETHONE Y ThHD.

| R=e

LY, IR ~IEREK, 7
JVIIV MR B LXK
IR, =4 7 — L 351<
&Kk ) — /L CHLE, 1<
SRR 7=t X ) — V2
LT EAKRTH ) — )L TULERL,
BRI CELNTZHO, T
(Streptcoccus
zooepidemicus) DEGHE W%, 17
RE~JEIE, PREL, =&/ — /L4
LT EAKRTH ) — )L TULERL,

A, Bk, K, 7RIk
T LTI MR ittt
PREaE LR EL, FFRL, HL<
BN E USSP =Y g
e 7 Nn fga sy b ob 0, X
LM (Streptcoccus
zooepidemicus X% Streptcoccus
equilZ[R%. ) D¥EE WA, FREH#E
LIFEREL, R TELneT
N RE Gy ETHBDTHD.
ASZIE, BrEdh, K, 7T

HJFAEY) Streptcoccus equi
(ZDOWTIE, BB
FATHIES L TERY, Wiz
St ANy RSP IEY) | WSV AY/S ]
BTHD.
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BRI TESN-HLOTHD. ik

KA LI EK TRt

STET L aL TR ThD. L, BREAE LIIREEL, FERL, &
LIS ALEE L 7= 2 R TS
e T va g (5) S
(Streptcoccus zooepidemicus X
I% Streptcoccus equi\ZIR5. ) D
Bk, FREA LITREEL,
BLTELNIZET LR (GRS
VANV
FrFTFH | FrF T OR | VoRURYS T T (Gentiana | € & AKWlE, 7oFTF DRV DEDFEIBSHIT OV, 47 | EFRITA EEEB
Hi IIRZENSESHIL | Iutea LINNE) OFR X 3R L | (Gentiana luteal.) DIRSUIRE | LSS, 2 TH HFORESL D&, HedaR
r~ar T |0, KT A ) — L THIHL T | ORLNIZT~a s F U ROV | s RS . THHST 5.
ROF L FAEY | ohicbDTh5. ARy | TAE/RYRETRNETo60T
BN ERSE | BY Y FAE RN (Tt | D
WA ° 1] N N NI
THLDOEUN). ;2')/)&0771:/7/%/’( HERRER () A 0.5gg o A8/

—/L 10mL iz, 55 MiRvIERE
T, AL, AREIRIEET S, BT
a7 F U RN T A R
AENEN11Img T O8Y, AX /) —
N ImL N TR LT iR % kTR
&5, BRI O IRIE 10p 1 Ll
O, Biig=F v =k )—/1(99.5)
S KIRIR(88:22: 11) & B ERTAIEE L
THigra~ g I7 4—%1T\0, R
RO JE i/ FHRD D 10em DS
WZ ER U EEREAL 1L, JREILTC
%, SEAMR(EP E 254nm) T CH#l
B HLE, R, ABRIEOT <1
FUoF I T A I RO
FAVNERINLE I AR Y MR

L. 7L, EERIE, EEsavhs
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F7 40— VB GEIEFIAD) &
HAELL, 110°CT 1 sz~
DEFEHT 5.
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JEATTBR AR e (B DL R HEEDT TR H3E)
BEAFIRIN O S B RER O 7= D O R FVEIZ B3 2 WF 58

(H29-£ fi-—#%-007)
SRR EEAFFE 4y P 1

BEAFISIN) O oy Bk BRI I B3 2 1R 58
~1BC-qNMR |Z B9 % Bt rI Rt~

WHge

CAER  [ENLEER A R A A AEATTERT B =ik

MREEE T, BEFERIOARIER £ 72 I3RSy 0O B RS S O ftid oo R RE & s+
D12, AT E O EYE 2 B & L7\ WE RS HT OFik & L T'H quantitative NMR('H-
qQNMR)Z BA%E L C& 72, ZDOFEE, 'H-qNMR (ZSI b L —H 7L 7ot sem E (iia o R0 —o
LTI ESNTD, AFETEMREMY, BE, EEMISHSINDICHED, REBHkD
BRI O FE B OMGIIIRIZTICH STV AW, 208 E & LT, BMRIIMOE
BERELOEBENMEN LA T b5, F2TC, EEEEEE L TECEE MW T-QNMROF
EEBRET S Z LI L. A2 TIE, BC-gNMREE SO R D 7=, HLAMDIRE
WMERW, Fix DNRTA—=HIZONTHRR L7z, ZOREE, BC-gNMRIT'H-QNMRIZHEREE
EIZIEL DI N RELSBEINLD, BEEEREEL LT HoRMREEZETLZ ENRBRIN

7.

N VAR

LM ESLEE IS B AT
BN FEE

by NI R N ES RVA LS S F ada st i Iy
BN FEE

Vg E = [E N7 3K B A AR ST
BREINE R R

A, BFEER

ASH, BOLEMIZELAmE->TEY, B
TR LT X EfEREROME &
2, B HOWEMERP KO LN TND. i
BHROT=DOITIE, THUCE EN D0 %
AR L, AR & D \WIZHIERR Sy % R el
EET HRBRIEOREVDLIEL IND.

WE, AEEAEYOERESITITIIMES T
SRERRICEN T EERE I e~ N T T 4 —
(HPLOXRH A7 v~ 7T 7 4 —(GC)&x H\»
DI, TG E O E BRI TH
5. oL, #ZE L OB moh CEBRHAL R
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(SDIZ b L—H T /AT DS FER] S 7= AR YY)
BIIRONTWS., 20w, Juvw 757
4= LV ERTDEICITHMENEH ST
Wb O & EREAEEMS & L TRA LRER
ZAERLL, Ve DRI LY EREEEZ RO 5
ZERZW. UL, MUENTEI ST
HLOTHREREIER L TWEED, Bohi-iE
BAEIZIIMEORRAENE ENTLEY, K
EIYMRMOH D Z ENTE 720, Z O % #E
B0, BERIMAEESCHARER /8L
DNTEEZINE T H5EWICBNTIE, £5HE D
AR BRIE O E B DIV % 8 & M, %
MREues ) 25 L <id TR - BiReE ) oI
ETDHIEICE T, MEMIOERS ZRET
HIEREESTWNAS.

—77, BRI O HkE R BRIERR B2 B\ T,
AR D SR Z2 E N WEENREZ N, Tebb,
EREAEME L TCEMETHL LONLE L
72BN, RIKHRDR Sy O E B M 2% ET
HE, HEEERH OMEREA 21T 5 LER S



LEFICHEa X FAE S, RICRETE
& LT E B AR S Ol RS 23 BLRE RBR A I %
STORWIEFICEELE 25720 THDH. £ZT
FexlL, THETITONTRGDEOEEYE %
WL L L7V EESHT O F{E L LT quantitative
NMR(GQNMR) % (% L72. qNMR (5 TN DJR
TEEEBEET S ENTED 2 E2FHA
Li=HETHY, HETELNZY 7 vicix
EEMRERNEENTEY, mol ZEEHIE
TELZENL—RIERIEOEKEZAET D L
SO TS, gNMR TIL STIZ b L—H 7 L7z
EEME 2 NAEEME E LTHWD Z LI X
D XRYE Ot A RD D Z ENARETH
L. ERZIE HEERCWDHiETH D 'H-
qQNMR |2 & 0 EHL S OIERE72 E RN FHET
HDEEHIN TS, Lo L, 'H-gNMR (3,
REWMDEREZAT I S IZB\W T, BUHIEH A
#) 20 ppm & EWZ®, FEBPUEEMICHRT S
TV EIR DT D 2 DRy D E DA
HETHDLZEMRRAEINTWS., 2D 'H-
qQNMR DR FIZ XY, BRI Db DDA
Ry EEERT D2 EIIREETH D GAE
ME. LTeR > T, HEERER LA O
MExHMEE 2R E L, ThaxEsfEhe LT
av 777 40— D EEEITY, BTN
MDA NSy DE R A BRI STIZ F L—H
T IR B LISMZ TTIED 720,

'H-gNMR O R xRy 5 Fike LT, 'HEZ
PIANOZFE L LT PC A HV 2 gNMR O F ik
NEZHNS. BC-NMR TIE SN %) S+
HI-DICRRFHHEZ LB E LTV, T,
B v R B ) E 3 AT RE Ao KR 7 e — T 7 o
— N O m B2 K0 I E R E o FEHE 23 7T RE &
2o TS, L LAY 5, BC-NMR (% '"H-NMR
IR TREENIERICELS,, 2L TH v 7T
DEEIND X O ICEEEEZBIEIC LENE
FMMFEE I TS T2, ilH O BC-NMR H|
ETIE Y7 FVTERMEIZCZ L& v ) R
N 5. —J7, BC-NMR TILBLAIFLFH A "TH-NMR
LHEE L THY 20 f5IA<, Bl s> 7 v
L7 NI ART T T
7Ly hTHRIEEND =0, EHbEWneF
L725GEICB W TH 'H-NMRIZH AR T 7L

DNE 72 D AREMEITIR S, & OfbE W 2 RIRFIC
ERTEDARENREWNEWNIFIENH 5.

BC-NMR I ElcmWEEME =5 L, BC-
qNMR O FEZMENL S H7-0121%, Ve &
HUL N OREZ T DB N B 5.

1) fFELES PC:BC=100:1 TH D=0, ik
FEDSEEL N,

2) BUEHAE N ENDHIELTHE LN
% FID 5 —# @ Point #2372,

3) ALAWOREEIC X - TR T 23S E W
HOMNWHLEREWHLDORHDHT2H, I
D TE BNE D e {7 3 IR B

4) BES Ak &AM B ALK LTk
WD BC DHEDPRMTH 5.

ZDHH, D)W TIERHIE S0 HEt
BT D LI Lo THEINAICRIR ATHE T
borrEZOBND. £ Z TABFZETIX, BC-
NMR CTEEMOH 5T — X #1525 72O OHE
FEEMmFIL, PC-qNMR OEMi &ML+ 5 D
T wmE B & Lz,

B. BRI

B-1) @B R OHEE

qNMR EHEYET L STIZ b L—H T ILITHILE N
251 & 7= 1,4-bis-(trimethylsilyl)-benzene-ds
(1,4-BTMSB-da)f5 #E4)'H (Cat. No. 024-17031, Lot.
No. KPQ4815, #liE 99.9+0.5 %, Faytflisk T 3%
(BR)#Y), dimethyl sulfone (DMSO2)FZ A2 (Code.
No. 047-31661, Lot. No. DCP5947, #liff 99.7+
0.7 %o, FIOLAHIZE T (R B 2 Fv 7.

qNMR | E A2 1T acetone-ds (Isotec £1:5) & T
dimethyl sulfoxide-ds (DMSO-ds) (B8 B AL ZE(HE)
% Nz,

#REHZIE diethyl phthalate (DEP)EE Y4B (NMIJ
CRM 4022-b, No. 125, #liE 99.98+0.01 %, Fit
WK T2 (HR)HL), benzoic acid (BA) (020-00982,
Lot. No. wKJ8374, Fnltffi 3& T 3(#K)#Y), rutin
trihydrate (Rutin) (Cat. No. R0035, Lot. No. SDLXE,
Wb T2 HE) ('"H-gNMR X ¥ anhydrate
ELTOME 902+0.3 %"), quercetin xH,O
(Quercetin) (Cat. No. P0042, Lot. No. GMO01, H i
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bk TZEEE) ('H-gNMR X ¥ anhydrate & L
TOME 92.8£0.02 %)% A=,

B-2) B Xk OHIE &4

KA AL ELE B NMR) A — b 7T —
£F& INM-ECZ600 (CH UltraCOOL probe) (H A
BIEHE), A— b 7T — X INM-
ECAR00 (CH probe) (H A E 7 (#H)E) % v T
NMR #IEZ#1T > 7-.

AT >~ 7 M Alice for gNMR 2.0 (H A
()i A F L C EFE0 NMR 38 e Hni-
A7 RV D7 — ) =25 iy (Window %
exponential function BF = 2.0 Hz, trapezoidal
function T1 = T2 = 0, T3 = 80, T4 = 100) }2 N5 —
SN 24T~ 7-. ¥£72, JEOL Delta v5.0.5 % ff]
WTCS/NLEEZRH L.

B-3) gQNMR 3BHERL

RKEFZIEFE 7V N7 X7 8 XRFFMETTLER
TOLEDO, XP2U, f/MF&EAE 9 1.74 mg) % {# H
L7z, BR300 77 v LN (¢ 8 mm,
capacity : 0.0S mL)Z i L, &VIAHLIEIZLY
NMR k2 TR U 7=, T 6 e K O HER)
EAEBICHEL, 10 mL A TILICEEZ L
ATz, ZAUCTHEREE 1 mL Z2E#He <y T
Iz, %10 43 S % & TR OHT xRy
BN ONEAEY)E % VR S 7. 2% NMR Test
Tube S-Type 8 inch(FEAfZE T3 (HR) ) (29 600
pL A4L, gNMR &UEFE L7o. F70, EmEBEER
Acetone-ds T % sample 1, 2, 3 ® NMR & % /3
—F—THE% L7z, Table!l, 2 |ZHIEIZH W7
B O Bl O R & Fidfk L 7.

B-4) #Ert BEHH
WHESIEAEME & W2 ERIETH D AQARI
(Accurate quantitative NMR with internal reference
substance)lZYE U, f#HTY 7 b Alice for qNMR %
AWTHEL TR ONFIDfE 42T —4
Ne L THRIBmE D%~ 7 o0,
AT OFHERIT &0 #Est &%) 2 R 7.

lsample Nstd Wstd Msample
Psample = x x x X Pstd

Istd Nsample Wsample Mstd

7272 L, sample=3Hrxi /e, std = NAEEY)
'H, P= %, [ =T, N=1 8, w=HE,
M=,

B-5) JIE i
B-5-1) BC-qNMR DEIEFM DR

SINTRE G M OEYENE DAL S BEAN T b
% sample 1 Z VT NMR & LoEb & %
HOENZT D75 E K %% 2T PC-qNMR
M E L U 7=(Table 3).

B-5-1-1) T — & " A  h & (X_point)

'H-gNMR TP 235 20 ppm ¢ X _point
13K 6 T THDH. —J, BC-qNMR “CI3B81HI%EPH
2349 250 ppm THJ 6.5 T T 5. PC-gNMR TlE
1 DO 7 F % L "H-QNMR & thlgd % &
K1/ 12450702 &2 RA v "NEBNE
Uh. £, MVIAAREH =T —# R A MK
[BIEEF ORTRN B 5 720, BV IAAFER] O Ik
Rl A — =T =L (NOE) D&% %
FTCLES. 208, 7 F/VIZNOE 2 L5
HFEINTLEWY, EEHEOH DL 7TV EITE
2722 b. A Y MED L CIEMICHRT &%
HETERNT EXNOE b5 E L, X point %
65536 7D 2 %, 4 f%, 8 fELHMEw T PC-
gNMR HEZ i L7z,

B-5-1-2) 73V 2 4V i L FF[H(Repetition_time)
K7V v 7 (X_angle)

BC ORERMIFR(T)ITZ A LR =R 4 Rk
THEHEWMEMZH Y, REZLICRKREERD.
Ty NEWS O TGS+ 12BIE LT
VARIE TR OV A Z2520F, bkt L CRESRIC
BHFT B> CLEI Z ENEZBND. OF
D T I MCEEER R WERIZZ-TLE
9. VL EOREE RIS D T2 O 05+ 471
FIETHE5C7Y v 7 A% 90[deg]h &
30[deg] (ICEH L CHIE L=, £z, »OULAKD
W UIEfE 33[s], 7 VU v 74 30 [deg] CHIEZ1T
VY, BC-gNMR OItD&pE L v % 1/31C L
TRFIZED L D MDA R 52 0 kiR 5
TOICHEEIT T2,
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B-5-1-3) FEE [EI ¥ (Scans)

S/N bt oc /RS A 4 (Scans) DER 23 & V), FE A
FECA N S AU SN EERR EL, AR EL
TR EERBEPEEEHL N TEDLE
ERT Filz, 7V AR R LK 100 [s], 7 U
> 7 90 [deg] TREREIEAS 32 [HDEE, 1
RFR R ORIERR 2 35 Z L B fE L PC-
gNMR HEZfE L7z,

B-5-2) A7 b VERNTSAS

B-5-2-1) fLABRIER R — R T A U RHIE

NMR H%E L &SN 7= FIDIE B &Y 7 k
Alice for gGNMR T 7 — U 28449~ 2 BRI AL AR A/
ELR—2F A UAHIEZRAT D . NAERE > T
TS T F LD ERESR S EREE R D 5
ZriFTERy. £, BIKET e —7 %2 Hn
THIEZATHY L@FEO e —7 CTlEA 6N
WREED ) A XABRR NS, ZhaBE LoD
NR—=ZA T A U EBEUNHHET D Z & THax &
HIERECRO DL Z ENTE D EEZ, MAEMIE
ER—ZA T A HHIEIZOW THRET L T-.

B-5-2-2) B4y #iBH

BC-NMR Clix7ae b A RXTH S T
DEERITH Z TV T F ANy T Ly b
TSN 720, —EOR #HEEZRE LT
VITFNTEDEL 0 LR THI EE
Rt L7, BET Lco sl 7 v odik
7225 +0.10,0.15,0.20,0.30 ppm TH 5. ZDOFH
NPT T FANERDL 2 L, 72IVA
MR URFREIIZH LT A FoEWE D LD
Mk R R L.

B-5-2-3) ¥ v 7 1 U Z(ZEROFILL)

Yr7 4 U7 LILFID O%AICHEEY DO
T2 REMNT HBIEOZ L ThD. ZO#H:
EICR D T =2 SR+ 5 2 & TRNT I
DT VHNGEREE N LS ENTE 5.
AR X 912 BC-gNMR TiZRA >~ bEHT 5
LEZ N5, ZEROFILL 1 KO 2 TEHT
T5Z kL& L7, 708, ZEROFILL 1 T 215,
ZEROFILL 2 T 4 {5 A > MEEHIMEE 5 Z
EINTED.
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B-5-3) BC-qNMR D & EMEREE

Sample 1 THFT AT 12K ST LD, 2FED
IEEMDIREMZERET HZENARETH D
MNE D INEREDD HT-91Z, benzoic acid / DEP
(sample 3), rutin / quercetin (sample 4, 5, 6) DAk}
Z T BC-qNMR I 7E Z1T - 7=.

B-5-3-1) DMSO2 to benzoic acid / DEP

Sample 2 % "“C-gNMR I E % 1T > TiE & " hE
MHEFR L7214 12 sample 3 DFT 1T - 7-.
benzoic acid 2 TN DEP |3 B VB, H/LAR=
NEFTLEUO M TH LD T T T Iv
WERDZ <ML, E&ET DI &0 EE
ThHNE I DR THS. [A—D mol THIE
THEBUMEIND T F AN WTZDIC
benzoic acid, DEP H /X535 Z & 1ZNEET
H5H. ZDO®, mol th% benzoic acid : DEP =
1: 15 B LIS D &7 T /L OmEEN
benzoic acid, DEP D &5 570bnb K512 LT
HEZIT> 7.

B-5-3-2) DMSO2 to rutin / quercetin

'H-gNMR Tl 2°{iz % FV T rutin, quercetin ™
EENAMRETH D Z LT shTnsd V. L
M U723 5, rutin & quercetin DIRE W) % [FIREIC
EEARRTH D Z LIFFEH STV 2R, £2
T, sample 4, 5, 6 & AT '"H-gNMR K& O® BC-
gNMR HIEZ1TVY, 7 — X &g L, PC-gNMR
OENYEOF T AZRF LT, 7235, 'H-QqNMR T
WEINTWD (D7 a % il g &
L, mol 73 rutin : quercetin = 1 : 2 |[ZFRFE L,
PC-gNMR [ZBW TR E N5 > 7 F /L DR E
e B BT D653 rutin L TN quercetin 7>
DD EHICLTHIE L.

C. BREVEBLE
C-1) T—ZKRA » FE(X_point)

X-point & 262144 UL _ECHIET 2 & shim 23
fELLTLEI ZERDhoTe. ZORKE LT
FH TN TNRT — B S OEE
W2k, RBHCEF LU ORENET, BBHE
OIRENEL L, #EFR E LT shim TR Z -



TWHEEZBILD. BH O BC-NMR TIE5E4E
FH TV T EiTo TS Z e, BRI
DIREEXHD —EDIREETLEATLINZED
FEERERDEND, shimBE(LTHZ &

X720, L L, BC-qNMR Tl NOE D%
WEVT D72 DICHL D IABREERIN D T J1 v 7Y

N —%RBE L, RBRETIET Y 7Y
IR T—H BB LW EIICEREL TV,
Zod, REIOBREN ETICETHZ LT
shim N2 Ly 7 F VDN CTE RN
7o T LE Y Z RSN, LDz
D, X point X 131072 [IZR%ET D Z LTk
& L72. Table 4 (ZHIESRMZF0H LT-.

C-2) 7V A #4103 UKE[E (Repetition_time)

Scans 32 T & HlE S 428 L CTHRIE L7z
fag, o 22N RESALNDLMRITR ST
(Fig. 1). Table 5 [Z{IEZ:f% Table 6 (2453 2
THAORESHEH LN SN, T, Zita L.
Z DFEF DB Repetition time 100 [s], X angle
90[deg| CHIET H Z LITRELT-.

C-3) BEE EI%(Scans)
Scans MM S H7-6ER, /A4 XIZBETVW=
PC U7 I A4 MR S VT2 (Fig. 2). ¥ 7T

FREEICR L TR 1 %R 6D Z ERbooT.
Z M7=, Scans TlE7e< SN &% 2 CTHIE
THZEIWCRELE. £, 2o BCHTI4

kN AFESEHICE ) D Z LT Lz, Table7 I
TES:AF % Table 8 |21 Scans (Z%]9 % S/N k% &2
#H LT,

C-4) M ARRHIE R M— R T A VU HH1E

4t~ 7 bk Alice for gNMR 2.0 % FV N THZARAH
ERONR—RT A UHIEEIT -T2, AR IET
HIRHEO > 7 VITHEEEYE T d 5 DMSO02 73
WEEZTROVIICRETOILERH D Z
ENPohoT, R—=RT A UHIEIE Alice DT
NIFYRXLOFEFHRE LD O L FHTHIIE
L7t O&EE L. FOFE, Alice DX— 2
FSAVHIET LI Y XLDFE F CHaukt 4B
H4 % & Scans N WA T- 8z /s> T L
FoZENbirolz. ZOBHE LT S/N A

BWNWIZ EMBR—RT A UHIE RN T 5
&, BIKET e —TRED ) A RIZE v
FTIDOR—=ZT A NZERT, Alice DX— R
TAUHIET LT Y ZLN D) £ HEEL RN
ZENFRNEZEEEZOND. X—RAT A UHIE
TN ZALNEHRRTHZ EICL-T, ZOM

BIIFIRETE B EE 2 %2}%5 n, ‘fﬁﬁ#‘ﬁf“
NR—=R2 T A UFHIENREYNAITDOND L 91z

EumbfﬂwﬁkwﬂWEBMQEMLﬁm
THZ L L LT

C-5) R4 &i A

Bt L7-fEp#BE T "C YT I 14 heEgl D
ERTETDITE030ppm THDH Z ENDro
7= (Fig.3). SN lEDMEWEA T, /1 X2 BC
YT MMEENTNWDHZ LI D &0
SR #DHIX £0.30 ppm THEHTT 5 2 L ICIRE
L7z. LU ABEIT L - TE (B FEER)
MEWLONRHH7280, ¥ 7T NONEEN IR

20, o EiIPHAZ =030 ppm L D AT RE LT
LMBINEZ BT

C-6) Er 7 ¢ U 7 (ZEROFILL)

fi##r > 7 K Alice for gNMR ¢ ZEROFILL 1 %
TolX 2 TRT LTI RERED NN &
BonoT(Fig.4). 77205, JudD FID DARA
¥ MR DBEICR A FEDLLTERY, R
AV MR ERANCHEE L CHLERICEES
ELRNnWZ ERRBINT. 20D,
ZEROFILL | T3 % Z LIZIRE LTz, 72k,
Table 9 21X ZEROFILL Z &t L7=BRodliE S
fFzses L.

C-7) ERERM DRIE

Sample 1 # W T I E THRE L&KM E25
J& L, ECZ600(JEOL CH UltraCOOL probe, S/N
2070), ECA800(JEOL CH probe, S/N 800)C “C-
qNMR I E K OMENT %47 - 72 (Table 10). DMSO2
DT FNEIAEL LT, DEPOELETOY T
JLC S/N LED ) & RSD %R 7= (Fig. 5). S/N
FEAY) 100 LLESH AT RSD 10 %LINIZ2 5 2
ENRN b o 7o, Table 11 [ 2 FE THET PC-
qNMR JHIE Sl 2 Gk L7z,
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C-8) DMSQO?2 to benzoic acid / DEP

A DOIREFEHK sample 3 (DMSO2 to
benzoic acid / DEP)% T, C-gNMR JHJE D
FRAEA AT > 72. Sample 3 (22T PC-gNMR
ELIZY 7 F IV Fig. 6 DF ¥ — N ThD. W
BT FADRERDLZ <RI
25, FESYHEIPH £0.30ppm (25 LT H VS
FILOHEFEZGOBRENH o122, FOHE
BT ZREPHIC R E L. FOREE, mol EiC
WL TV T T AOEmENRIRD 2 LR

N, K20y 7 F IR EE, FER
& DbA Y TH 5 Benzoic acid X O DEP 3|2
5 %DREENELTZLOO—EDEERT Z
Lo T (Fig. 6). 728, Table 11 ([ZHIES
% Table 12 (ZFH57 HPH M OV SN B, T Z Rk
L7z,

C-9) DMSQO2 to rutin / quercetin

C-)ITR L= LB, iy BAF 22 05
Nzl b, SHICEMRRE LTt
FUEEOERBERTHIL LT EIRE LR
A R EHIR sample 4, 5, 6 (DMSO2 to rutin /
quercetin) % F ) C '"H-qNMR } (O} BC-qNMR il
EL, T OREFRAZMGE L 7=(Table 13, 14, 15). 'H-
gNMR (Z X % rutin O£ (anhydrate)id 90.2+
0.3 %, RSD 0.4 %, quercetin O #liJ& (anhydrate) i
92.8720.02 %, RSD 0.03% & WA ST s Y.
'H-gNMR TlE (7D > 7 F s 66D 75
WEERSTWAZENLHEEZERT DD
EIINEECTH - 7. EIREE L LT methanol-ds %
AWzt EmMEFEBNERAIGETHD LdfESN
TWHN Y, SENTEREIZ DMSO-ds & VT
BY, EREOENILIVIEFEY 7 FREL
Tl BEz NS, L, SALIXoHEEL
THY, 'H.gNMR TH [l F | LEREATRETH 72
(Fig. 7).

BC-gNMR & rutin 2 OY quercetin D ¥ 7 /L
DELIFHAICHNTBE I NERRETH
- 7=(Fig. 8). Mo #H %z > 7 Frp.onb+t
0.20 ppm, *=0.30 ppm & LCH CHHEAEARE R
TFNNREEH Y, BRI e

H D EFREMEAT Y 7 b Alice for qQNMR % F Ui
% £ A& B L 7= (Fig. 9, 10). Sample 4 Tl rutin,
quercetin & & [ ZHEXFE D0 90 % & e o
7=. ZOfEIX 'H-gNMR THIE L7l & 12 1E%
L3, 'H-gNMR (ZkE~ BC-NMR CiE, HIE
EOIXLSENKRE{HLEINT. Sample4, s,
6 DIFEIL, sampled % 50 & L7= L X, sample
5735, sample 6 75 10 DL TH Y, i sample
5 OEEIMEN. Z D728, sample 5 TIElEHE
FEERENT-OIT, EEREREZE LD
SIN FE3 H43ic SRR E LT 128 [|ILA
ERMETHS T

PLEX Y, FEUEEY D rutin & T quercetin i
AREHEIZBWTYH, BC-gNMR ZHWTH D
FEEE D mol I B M O 73 %P 73 +43 T e
BETHIENARETH D T LRS-,

D. #&iw

BIE, RIRH RO DA koL
Sy EREHEICERT D2 0I2iE, EEAELSA
FHRETHLILAIL, /u~ T 7 4—%
WHZENTED., —F, EEELBATAR
AIRE CH D E 1T, HLBER R L 7oA 2o o
KL 2 'H-QNMR TR E L, Z4L% & &
LLTr/u~ NI 7 4 —ICLDEEEZITV,
W G BA2RDDZEMTED. L LR
5, WInbEEMAEMEHW-7a~v /T
T4 —ICELDERTHY, EEMHES DD
VETHD., 20, FICERRELNBAT
RA[FETH DAL, IEFWITTRDB D0
HICEREAERDLZENTERW. ZofE
I%, gNMRIZ LV EEERET D Z & THEIHETEE
THDHH, "H-QNMR TIE o BERE M OV iR E A -
TR, HHED D WDITEEL A ORE
MTIHER TE 2\, £ 2T, AFETIE, &
HiERE ) OV fiFRE Y L 0 B 72 BC-qNMR D Tk
DHESL DT, TT IVIBRET N FEEE 2 IX
HE L. ZORER, PC-qNMRTIES/NI % 17 |
SHETH S5 %UDIELOENELDZ LB
7o et EBIIINEETH VD, {LEWOMPEER
El@E S 2neEEx oz, L, 2400
XO O FELT 20 EEEEDDIRED DG
HAEJR o & S IS EEEE &N FRECTH D
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ZENFEH &, ZORICBWTRIRHSEDH
N DA RSy £ - 13RS 2 H IC & &
THFEELLTCTAEHTOL EEZ N, 1277

L,

A [a], 600 MHz NMR % fCHRaa L 72k 5%

ThHHID, ZHRBEOMEFEDONMR TIT 9 B4
1%, K& FRMEEFERFTI2LERSDEEZD
ni-.

E.

BE T

D ZHET, @B, AR, RhFETr,

F.
1.

1)

2)

3)

4)

5)

BREffd, RN, HRRER, HFHEBE—, A
B, PEATEIR, LIRRH:, AR B
NMR (2 &S BRI o 7 = vt F
BELO vt F B R Ok E &, B
28, 51, 205-212(2010).

D

FRIER

Sugimoto N, Nishizaki Y, Masumoto N, Sato K,
Suematsu T, Miura T, Yamada Y, Kitawaki Y,
Yamazaki T, Kuroe M, Numata M, Thara T:
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chromatography quantitative analysis based on

Development single  reference  liquid
relative molar sensitivity. AOAC 132nd Annual
Meeting (2018.8.29) (Toronto).

Miura T, Sugimoto N: Quantitation paradigm and
preparation of quantitative reference standards.
AOAC 132nd Annual Meeting,
Practicality of quantitative NMR in quality control
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Sugimoto N: Development of single-reference
HPLC quantitative
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6) AT, RAEM, VT BEAFRINY -
H KON, BARMEAFRE
114[B] 2R3 22 (2018.11.15) (Vi & ).
SRR, ZHREC, AREIGE, B, 8
K=, BT, AREMS, ST 33
FD ) Ve XD KON X 05 R E
EORET. B AR A A5 1140 Al
£2(2018.11.15)(/= B ).

7)

8) RN : KIRIRINY) O SHEIRFE : QNMROJE
R, E5hEmiLTy AP U A

(2018.11.20)(H i)

ZHBEA, JWITIE—, BEFRE, #0akE,

NRTRE, BEIRER, KM, TPELHIT,

GBS, PR ISR, B TR, SRR T,

KRR, RIS T AR ORMISINY 7

HriBd B Ml 7o ke, 85 55mlaeE# A b7

Bttt ag 2 (20181 1) (B ).

10)RZAREA : QNMRIE D [EBEHE(L I X 5 3 &%)
R AAREFRFBIFES AR T LT
B (Quality) D L ¥ 2T kU —H A = R
EHTRFEO TR (2019.3.20)(FEET).

1) BILERE, soAkiEms, AR W=, &
ARERS, WHEHE, HREKE  IEA 4 s
MR O 8 5 ' &\ 1A 1 7=HPLC-RINZ 35 1) % FH

9)

KB VI OREFVEREN. B AL ERTE9
FHIES(2019.3.16)(F0 7 ).

2. WU

1) HEWRRA T, EZARERS, FIEAHRT, B
B85, HHEEHE, #EHEAN: KILAT7 LT E

FERO7xX F7LTE FOERDHICE T S
qNMR Z a7z b L—H B 5 1 ORfEfx, 5
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Nishizaki Y, Masumoto N, Yokota A, Mikawa T,
Nakashima K, Yamazaki T, Kuroe M, Numata M,
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acid molar

2)
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Saito N, Kitamaki Y, Otsuka S, Yamanaka N,
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Table 1 gqNMR HJ7E T 7230k}

Sample EfLH TN RIS FEHEY)E FH A
1 2015/9/28 DEP DMSO2 Acetone-ds
2 2015/9/30 Benzoic acid DMSO2 Acetone-ds
3 2015/9/30 Benzoic acid / DEP DMSO2 Acetone-ds
4 2015/11/6 Rutin / Quercetin DMSO2 DMSO-ds
5 2015/11/11 Rutin / Quercetin DMSO2 DMSO-ds
6 2015/11/11 Rutin / Quercetin DMSO2 DMSO-ds
Table 2 QNMR BT A
. (= o . T -
Sample STkt GmE | fg‘)ﬁ NP mol | e Tl fg‘; STE mol
1 DEP 18.8595 222.24 0.085 DMSO2 8.2518 94.13 0.088
2 Benzoic acid 16.6149 122.12 0.136 DMSO2 8.1750 94.13 0.087
DEP 21.3134 222.24 0.096

3 Benzoic acid 16.5074 122.12 0.135 DMS02 5.7714 94.13  0.061
Rutin 50.026 610.52 0.082

4 Quercetin 49.992 302.24 0.165 DMS02 7.0231 94.13  0.075
Rutin 4.9921 610.52 0.008

5 Quercetin 4.992 302.24 0.017 DME02 1.5034 94.13  0.016
Rutin 9.9954 610.52 0.016

6 Quercetin 10.0035 302.24 0.033 DME02 1.9899 94.13  0.021

Table 3 B Al BC-gNMR & 44

X_point 65536

Repetition_time 100 [s]

X_angle 90 [deg]

Scan 32

Table 4 7 — % R A » M AMF L2 PC-gNMR HIE 54

AEIE ECZ600(JEOL)

Probe JEOL CH UltraCOOL probe

Spectral width -25—225 ppm

X_point 65536, 131072, 262144, 524288

Filter Factor 16, 8, 4, 2

X_angle 90 [deg]

Repetition_time 100 [s]

Scan 32

A =7 off

7 —7RE ¢/

RV Acetone-ds

FEAEY) S DMSO02

40/158



Table 5 /<L A0 IR UK & 7 U 78 & it L7 BC-gNMR #IlE 54

AEIE

Probe

Spectral width
X_point

Filter Factor
X_angle
Repetition_time
Scan
A=
7 — 7R
RN
FEHEM

ECZ600(JEOL)
JEOL CH UltraCOOL probe
-25—225 ppm
131072

8

30 [deg]

33, 100 [s]

32

Off

=Xl
Acetone-ds
DMSO02

Table 6 DEP chemical shift, S/N k., Ti(sample 1, scan32 : Average, n = 3)

Name FEr#iPH(ppm)  S/N kb 30[degl, 33[s]  S/N Lt 30[degl, 100[s] 77 [s]

DMSO2 42.18 - 42.78 153.33 139.67 8.0
DEP_CHs 13.99 - 14.59 134 133.67 4.5
DEP_CH: 61.68 — 62.28 134.67 128.33 6.1
DEP_Ph a 129.25 - 129.85 129 126.67 3.1
DEP_Phb 131.62 - 132.22 124.33 125.33 2.9
DEP Phe 133.02 - 133.62 133.67 132.67 14.4
DEP_COO 167.56 - 168.16 128.67 129.33 20.8

Table 7 F 5 A3 & fRit L 7= PC-gNMR Il 7E 544

£ ECZ600(JEOL)
Probe JEOL CH UltraCOOL probe
Spectral width -25—225 ppm
X_point 131072
Filter Factor 8
X_angle 90 [deg]
Repetition_time 100 [s]
Scan 32-480, 491
A =T off
7a—7EE =8/
A Acetone-ds
FEHEM DMSO2
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Table 8 DEP Scan :

SN H(ETD T 7 F /L@ Average, n = 3)

Scan S/N kb Scan S/N Lt
32 309 288 931.67
64 431.33 320 993.84
96 523.67 352 991.17
128 614.5 384 1091.17
160 679.5 416 1157.33
192 725.17 448 1130.33
224 805.5 480 1198.5
256 862.5 491 1183.17

Table 9 ZEROFILL THET L 7= HIE Sk

AEIE

Probe

Spectral width
X_point

Filter Factor
X_angle
Repetition_time
Scan
A=

7 a— 7R
R[N
FEHEM

ECZ600(JEOL), ECA800(JEOL)
JEOL CH UltraCOOL probe, CH probe
-25—225 ppm

131072

8

90 [deg]

100 [s]

32

off

=8/

Acetone-db

DMSO2

Table 10 *C-qNMR & 514 K OViAT S 14

AEIE

Probe

Spectral width
X_point

Filter Factor
X_angle
Repetition_time
Scan

A=

7 a— 7R
RN
TEHEM
NR—=2 74 UHIE
ZEROFILL

ECZ600(JEOL), ECA800(JEOL)
JEOL CH UltraCOOL probe, CH probe
-25—225 ppm

131072

8

90 [deg]

100 [s]

2-128

off

¢/

Acetone-db

DMSO2

Alice Auto Baseline Correction

H0Q2F)
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Table 11 DMSO2 to benzoic acid / DEP in acetone-ds for *C-qNMR Il & 5=

L
Probe

ECZ600(JEOL), ECA800(JEOL)
JEOL CH UltraCOOL probe, CH probe

Spectral width
X_point

Filter Factor
X_angle
Repetition_time
Scan
A=
7a—7 iR
I
EEYE

-25—225 ppm
131072

8

90 [deg]

100 [s]

32

off

E=¢/o)
Acetone-db
DMSO2

Table 12 Benzoic acid / DEP chemical shift, S/N kb, T1,(sample3, Average, n = 3)

Name FE 5y i S/N kb Ty [s]
Benzoic acid_Ph w 129.16 - 129.40 471.33 6.0
Benzoic acid_Ph x 130.07 - 130.67 486.67 6.0
Benzoic acid_Ph y 131.16 - 131.56 242.67 17.1
Benzoic acid_Ph z 133.58 - 133.88 230.0 2.9
Benzoic acid_COO 167.42 - 167.70 242.33 20.8

DEP_CHs 13.99 - 14.59 356.0 4.2
DEP_CH: 61.68 - 62.28 340.33 6.6
DEP_Pha 129.43 - 129.67 366.67 3.1
DEP_Phb 131.71-132.11 329.67 3.2
DEP_Phec 133.18 - 133.48 346.67 16.7
DEP_COO 167.72 - 168.00 340.0 27
Table 13 "H-gNMR & S (sampled, 5, 6)
B ECZ600(JEOL)
Probe JEOL CH UltraCOOL probe
Spectral width -5—15 ppm
X_point 60018
Filter Factor 8
X_angle 90 [deg]
Repetition_time 60 [s]
Scan 8
A= T off
7a—7EE 30C
R 8 DMSO-ds
PR DMSO2
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Table 14 3C-gNMR & Z:f4: (sample 4)

B ECZ600(JEOL)
Probe JEOL CH UltraCOOL probe
Spectral width -25—225 ppm
X_point 131072

Filter Factor 8

X_angle 90 [deg]
Repetition_time 100 [s]

Scan 32-128

A =T off

7 —7EE 30C

RN DMSO-ds
IEEYE DMSO02

Table 15 3C-qNMR Il 7E 514 (sample 5, 6)

B ECZ600(JEOL)
Probe JEOL CH UltraCOOL probe
Spectral width -25—225 ppm
X_point 131072

Filter Factor 8

X_angle 90 [deg]
Repetition_time 100 [s]

Scan 32-512

A =T off
7a—7EE 30C

R 8 DMSO-ds
Y E DMSO02

Table 16 Rutin / quercetin chemical shift, S/N k., Ti(sample 4,scan128 :Average, n = 3)

Ruitn &5y %P (ppm) SIN It | Quercetin /& (ppm) S/N tt
3L 133.08 - 133.68 148.67 3L 135.48 - 136.08 336.33
4 hr 177.14 - 177.74 134.33 4 fir 175.59 - 176.19 318.0
5L 160.98 - 161.58 134.67 5L 160.58 - 160.98 319.0
6 i 98.55 — 98.95 91.33 6 i1 98.06 - 98.46 215.67
10 fir 103.75 - 104.35 139.0 10 fir 102.78 - 103.38 324.0
4’ fr 148.16 - 148.76 143.33 4’ fir 147.44 - 148.04 319.67
5 {ir 116.17 - 116.57 100.33 5" {ir 115.48 - 115.88 227.0
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Table 17 Rutin / quercetin 7}

Ruitn Ty [s] Quercetin Ty [s]
3 AL 1.9 3ir 1.7
4hT 1.0 4 fir 1.0
5 fif 0.5 5 ir 1.1
6 fir 0.6 6 fir 0.4
10 fir 1.0 10 fir 1.4
4 fir L4 4’ fir 1.3
5 fir 0.4 5 i 0.4

45/158



a (@]
c
b 0" CH,
O._CHs DEP
(@]

%
120

DMSO2 to DEP in Acetone-d6 for 3C-qNMR

110

100 -

90 -

80 -

m X_angle 30[deg]
repetition_time 33[s]

M X_angle 30[deg]
repetition_time 100[s]

DMSO2

DEP_CH3

DEP_CH2

DEP_Pha DEP_Phb DEP_Phc DEP_COO

Average+ SD, n=3, f& /) #i[#H+0.30 ppm
Fig. 1 7SV A0 LIFE R OV 7 U » A OPESREDITH D&

Fig. 2DEP Phc ® BCH 7 F A1 k

Fig. 3 Scan491, DEP_c (2%} L T£0.10, 015, 0.20, 0.30 ppm D F& 57 i
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10‘? DMSO2 to DEP in acetone-d; for 13C-qNMR

TT T i
100 - 1T .
I ® ZEROFILL 1
95 B ZEROFILL 2
90 - T T T T T T

DMSO2  DEP_CH3 DEP_CH2 DEP_Pha DEP_Phb DEP_Phc DEP_COO

Average£SD, n = 3, fi/r il £0.30ppm (sample 1)
Fig. 4 ZEROFILL 1,2 O F#

RSD DMSO2 to DEP in acetone-d; for 3C-qNMR

30

25 +—m
20 L

15 @ ECZ600

10 B ECA800

N ° ry o

0 T T T T T 1
0 100 200 300 400 500 600 S/NEE

n=>5DEP D& TD 7))L SN LD Average, DEP D4 T D 7 F /L HiE D RSD
Fig. 5 S/N k. & RSD D%
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O OH a O
b ¢ PN
<. O~ "CHs
O._CHj
w
Benzoic acid (@]

DEP
3 X w u
B Acetone-d6
Q. c b a
3- Benzoic acid
: DEP-COO -C00 z [
E U | ] \\ 1
° DEP-CHZ | Dimethylsulfone
o- J v
1700 1600 1500 1400 1300 1200 1100 1000 90 80 700 60 500 400 300 200 100
% DMSO2 to benzoic acid / DEP in acetone-dg for 3C-qNMR
105 .I.
100 T 1|'
95 A T
90 -
85 A
80 - - - : : - - : - - :
DMSO2 Benzoic Benzok Benzoic Benzoic Benzoic DEP_CH3 DEP_CH2 DEP_Pha DEP_Phb DEP_Phc DEP_COO
acid_Ph wacid_Ph x acid_Ph y acid_Ph z acid_COO

Average£SD, n = 3, (sample 3)
/7 #iH+0.30ppm. . .benzoic acid Ph x, DEP_CH;, DEP_CH,

Fig. 6 DMSO?2 to benzoic acid / DEP in acetone-ds for *C-qNMR
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0.
OH © ° s
HO!
HO
OH
Rutin Quercetin
2 6 5
1}‘ ﬁ\
}\ ,( \\ ;’ J" M

Fig. 7 DMSO?2 to rutin / quercetin in DMSO-ds for '"H-gNMR (sample 5)

| IMH 1l
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Fig. 9 Sample 4 D45 7 /L & Scan DHER
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Table 1 B-7 I 7 —E D Mascot search D& Ft

HEHEHIER Mascot search® #& &
B &R NFE BN BER B4 ECES BUNVE NFE FN—F
1 Glycine max 54,30, 1 G. max LEC_SOYBN - Lectin 31 kDa 43%
16 kDa 2 G. max AMYB_SOYBN EC3.2.12  Beta-amylase 56 kDa 13%
3 G. max ITRA SOYBN - Trypsin inhibitor A 24 kDa 35%
4 G. max KTIl_SOYBN - Kunitz-type trypsin inhibitor KTI1 23 kDa 31%
5 G. max IBB1_SOYBN - Bowman-Birk type proteinase inhibitor 13 kDa 39%
6 G. max IBBD2_SOYBN - Bowman-Birk type proteinase inhibitor D-II 10 kDa 44%
8 G. max 2SS_SOYBN - 28 albumin 19 kDa 12%
2 Glycine max 54,30, 1 G. max LEC_SOYBN - Lectin 31 kDa 43%
16 kDa 2 G. max ITRA_SOYBN - Trypsin inhibitor A 24 kDa 40%
3 G. max AMYB_SOYBN EC3.2.12  Beta-amylase 56 kDa 18%
4 G. max IBB1_SOYBN - Bowman-Birk type proteinase inhibitor 13 kDa 39%
5 G. max KTIl_SOYBN - Kunitz-type trypsin inhibitor KTI1 23 kDa 26%
6 G. max IBBD2_SOYBN - Bowman-Birk type proteinase inhibitor D-II 10 kDa 44%
3 Hordeum vulgare 54,42, 1 H.vulgare ~ AMYB_HORVU  EC3.2.1.2 Beta-amylase 60 kDa 30%
35,25, 2 H.vulgare ~ AMYB_HORVS EC3.2.12 Beta-amylase 60 kDa 30%
19 kDa 3 H. vulgare ~ NLTP1_HORVU - Non-specific lipid-transfer protein 1 13 kDa 58%
5 H.vulgare ~ IAAB_HORVU - Alpha-amylase/trypsin inhibitor CMb 17 kDa 18%
7 H. vulgare SPZ4 _HORVU - Serpin-Z4 43 kDa 13%
8 H.vulgare ~ BSZ7_HORVU - Serpin-Z7 43 kDa 8%
12 H.vulgare  TAAA_HORVU - Alpha-amylase/trypsin inhibitor Cma 16 kDa 16%
Table2 B-7T 7 k¥ —E D Mascot search D
HEMTHIER Mascot search® #& 8
B HE NFE IEf  EJER BB ECES BNV E PFE HN—F
4 Aspergillus oryzae 111,55 1 A. flavus BGALA_ASPFN EC3.2.1.23  Probable beta-galactosidase A 110kDa 42%
kDa 1 A. oryzae BGALA_ASPOR EC3.2.1.23  Probable beta-galactosidase A 110kDa 42%
5 Aspergillus oryzae 105,55 1 A. flavus BGALA_ASPFN EC3.2.1.23  Probable beta-galactosidase A 110 kDa 36%
kDa 1 A. oryzae BGALA ASPOR EC3.2.1.23  Probable beta-galactosidase A 110 kDa 36%
6 Aspergillus oryzae 67,51, 1 A. flavus BGALA_ASPFN EC3.2.1.23  Probable beta-galactosidase A 110kDa 40%
31 kDa 1 A. oryzae BGALA_ASPOR EC3.2.1.23  Probable beta-galactosidase A 110kDa 40%
7 Bacillus circulans 225, 146, 1 B. circulans  E5SRWQ2_BACCI - Beta galactosidase 192 kDa 35%
127 kDa
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Table 3 /L5 —¥ D Mascot search D5 5

BT AR Mascot search® §& 2
B ER NFE gL EER BHA ECES BNV E NTE HIN—F
8 Aspergillus niger 66, 38,27, 1 A. niger CBHA_ASPNC EC3.2.1.91 Probable 1,4-beta-D-glucan 49 kDa 32%
25 kDa cellobiohydrolase A
1 A. niger CBHA_ASPNG EC3.2.1.91 1,4-beta-D-glucan 49 kDa 32%
cellobiohydrolase A
2 A. niger MANA_ASPNC  EC3.2.1.78 Probable mannan endo-1,4-beta- 42 kDa 37%
mannosidase A
3 A. niger CBHB_ASPNC EC3.2.1.91 Probable 1,4-beta-D-glucan 58 kDa 22%
cellobiohydrolase B
3 A. niger CBHB_ASPNG EC3.2.1.91 1,4-beta-D-glucan 58 kDa 22%
cellobiohydrolase B
4 A. niger PEPA_ASPNC EC3.4.23.18  Aspergillopepsin-1 41 kDa 21%
5 A. phoenicis PEPA_ASPPH EC3.4.23.18  Aspergillopepsin-1 41 kDa 21%
6 A. niger CBHC_ASPNC EC3.2.191 Probable 1,4-beta-D-glucan 49 kDa 14%
cellobiohydrolase C
7 A. niger XYNC_ASPNC EC32.1.8 Probable endo-1,4-beta-xylanase 36 kDa 10%
C
9 Aspergillus niger 66, 38, 27, 1 A. niger CBHA_ASPNC EC3.2.191 Probable 1,4-beta-D-glucan 49 kDa 32%
25 kDa cellobiohydrolase A
1 A. niger CBHA_ASPNG EC3.2.1.91 1,4-beta-D-glucan 49 kDa 32%
cellobiohydrolase A
2 A. niger MANA_ASPNC  EC3.2.1.78 Probable mannan endo-1,4-beta- 42 kDa 30%
mannosidase A
3 A. niger CBHB_ASPNC EC3.2.1.91 Probable 1,4-beta-D-glucan 58 kDa 22%
cellobiohydrolase B
3 A. niger CBHB_ASPNG EC3.2.191 1,4-beta-D-glucan 58 kDa 22%
cellobiohydrolase B
4 A. niger CBHC_ASPNC EC3.2.191 Probable 1,4-beta-D-glucan 49 kDa 16%
cellobiohydrolase C
5 A. niger PEPA_ASPNC EC3.4.23.18  Aspergillopepsin-1 41 kDa 14%
5 A. phoenicis PEPA_ASPPH EC3.4.23.18  Aspergillopepsin-1 41 kDa 14%
6 A. kawachii GUNA_ASPKW  EC3.2.14 Endoglucanase A 26 kDa 4%
10 Aspergillus niger 61,45, 29, 1 A. niger PEPA_ASPNG EC 3.423.18  Aspergillopepsin-1 41 kDa 23%
25,19 kDa 1 A. phoenicis PEPA_ASPPH EC3.4.23.18  Aspergillopepsin-1 41 kDa 23%
3 A. niger CBHA_ASPNC EC3.2.1.91 Probable 1,4-beta-D-glucan 49 kDa 4%
cellobiohydrolase A
3 A. niger CBHA_ASPNG  EC3.2.191 1,4-beta-D-glucan 49 kDa 4%
cellobiohydrolase A
11 Pycnoporus coccineus 30,26 kDa No data
12 Trichoderma 53,16kDa 1 T. viride GUX1_HYPRU  EC3.2.191 Exoglucanase 1 55 kDa 29%
longibrachiatum 3 T. reesei GUX2_HYPJE EC3.2.1.91 Exoglucanase 2 50 kDa 18%
3 T. reesei GUX2_HYPJR EC3.2.191 Exoglucanase 2 50 kDa 18%
4 T. harzianum XYN TRIHA EC3.2.1.8 Endo-1,4-beta-xylanase 21 kDa 20%
13 Trichoderma 54 kDa 1 T. reesei GUXI1_HYPJE EC3.2.191 Exoglucanase 1 55 kDa 33%
longibrachiatum 1 T. reesei GUXI1_HYPJR EC3.2.1.91 Exoglucanase 1 55 kDa 33%
1 T. koningii GUX1_TRIKO EC3.2.1.91 Exoglucanase 1 55 kDa 33%
2 T. reesei GUX2_HYPIE EC3.2.1.91 Exoglucanase 2 50 kDa 20%
2 T. reesei GUX2_HYPJR EC3.2.1.91 Exoglucanase 2 50 kDa 20%
4 T. reesei GUNI1_HYPJE EC3.2.14 Endoglucanase EG-1 49 kDa 3%
4 T. reesei GUNI1_HYPJR EC3.2.14 Endoglucanase EG-1 49 kDa 3%
5 T. reesei GUN4_HYPJE EC32.14 Endoglucanase-4 36 kDa 3%
14 Trichoderma reesei 55kDa 1 T. reesei GUXI1_HYPIE EC3.2.191 Exoglucanase 1 55 kDa 34%
1 T. reesei GUXI1_HYPJR EC3.2.1.91 Exoglucanase 1 55 kDa 34%
1 T. koningii GUX1_TRIKO EC3.2.1.91 Exoglucanase 1 55 kDa 34%
2 T. reesei GUX2_HYPJE EC3.2.1.91 Exoglucanase 2 50 kDa 15%
2 T. reesei GUX2_HYPJR EC3.2.191 Exoglucanase 2 50 kDa 15%
5 T. reesei GUNI_HYPIJE EC32.14 Endoglucanase EG-1 49 kDa 3%
5 T. reesei GUNI1_HYPJR EC32.14 Endoglucanase EG-1 49 kDa 3%
15 Trichoderma viride 56,48, 17 1 T. viride GUX1_HYPRU  EC3.2.191 Exoglucanase 1 55 kDa 29%
kDa 2 T. reesei GUX2 HYPJE EC3.2.1.91 Exoglucanase 2 50 kDa 18%
16 Trichoderma viride 58,29,22, 1 T. reesei GUX2_HYPIE EC3.2.191 Exoglucanase 2 50 kDa 18%
19 kDa 2 T. harzianum XYN_TRIHA EC3.2.1.8 Endo-1,4-beta-xylanase 21 kDa 23%
2 T. reesei XYN2_HYPIQ EC3.2.1.8 Endo-1,4-beta-xylanase 2 24 kDa 20%
2 T. reesei XYN2 HYPJR EC3.2.1.8 Endo-1,4-beta-xylanase 2 24 kDa 20%
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i M [E SR R ST MR R TR Ch D, 205 b,
R R EROY4 ORIEL, 2 OWMPIIHENO

ARER  ENLER SR BT e
iR =&

A BFREEH
[FERH ) 1 X, Rk 8 FRICERR S
T BEAF I A I S TV D i H O —
DTHY, 74 O AW Z2 e L 3 2 HhiH
MThsd. ZhETELL OBEFRINMA HIX
HFh B OIS Z T E L, BRI EEC
T, BNEZ)~OUEZIT > TE2n, H¥E
B LT3R e T 5 BN £ <,
Z DO EFRIZHEE LT DL o SIEECK
TR RELS B R THREINLZ L
M5, BB OEENENL TR Y, AEEIC
AT NN SN TW D ok, L
L, &FFEHH 3@ s b i 2 720,
HUEENHII R E il & 72> TV D,
BEIZE L TERY, A& 2t R
LT D & Fde i 2 BEAFUSIN D 1A% T A
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JFEIRNER S D Z L2 HBNH D,
& DI CTIIIEFTAED B — I E S 7z
ZENDRL L, ZOBEKEINERNINT
R OREM 2 ENREZ 2NN HDH. £
7=, BEFEIRIMIENTEA LG D ST
W R W SOHES THEFE SN D I AEWIZ H3k
TH5HDHE L, WL DNFE L
b 5. BEAFRINYOIEFREZIE L #4
TRETDHEVD Z LiE, TOHRNYOE
C RN BT D TOICKETHD.

Y)Y O 74 - Fnda T, B FEIC K
LI OMIEIZ L > THRENREDLDZ LH %
<, MEWNTH 5. IERRE TIN5 A0 78
AR T DB, BRHOMALEET
X5 573, EFH OO 74 KO£,
BHTIERE D bR EMRLO FL—H BT ¢
, T7ebb, BREMZERL TCRETLZ L
INTW5D. EEIZ, F 9 RELRRINYAE
EEIVERT HICHT- > TlE, —KEICERE S



NTeT = R_X—=2AREEZZML, bl
TR ST & Fng DISBEAE N O TE 26 (R
HanTkh, RERMDO FL—HEr )7 o
DHER STV D, — 5, BEfFIII 4 R
B, B D24 « FaZ IOV T —EDIEAED
TEIZFRA N 22 S0y, O 4L Y BEIZ 20
ERRE L TERY, FHEkiity) 2o h/ S
WD TAFED LD F4 « T4 I >0 TE, #
EIERICHTZ> TRELNBMLE L > TN
L. ZOXD R END, FEERIL [FEEHE
H ) D 74 FJF O K OVFE/IZONT, —
HICRB I SN T —Z _N— 2 (Ylist X
Tropicos) & & & ICHHE LT o7z, £ DREE,
%< DIEFUIZHOWT, FEFREAZ ICR#H S
NTWEZEANY ) =L ThHDH I & DHER

M, T, L LHEl S h s bo b S,

—J7, T&EEHhY ) &7 BwE % H
WTWDESTII OO E DICRIREFR D H
5. RIRERNT, RAMREZAEEENEE 3 HIC
BWC, TEEM L/ LIS DOXUTZE DR
AT, BAOELORBRTER SN EN
M EERESNTZHLDOTHD. RIKEROIER

W4 K OB, TRISEREEME Y 2 k)

NZFEHEH SN TE Y, FEEHhHY & L CiitiE
TOHRMEINY & BN ER S & Bbh
HZHDONEBFELTWDEHOD, U A MC
FEFEAEMORATRHEINRTELT, o
KO 7o IR & 72 5 TV D D OFE 72
HIIEL Z &ixTE 0. L, 4, H
KIEIHEOH LY, BEAARENT
MiELTWD &bl d RIREEOFEHZ S
WTHAEDIHFREHZE LN, 2 b DR

EFEFRHNHY O EM LT 52 L b,

RIFIZOWT O ZEHS 5 L TARART
bHHEBEZADBND.

S 6IT, THEHhHY ) OREFOZ% < 13k
ARETH Y, Moo sz A L THEH
FTLr—=AbZNWIERTHSND. LR
ST, BRREZMET 510D FERE L
T, MWDK OEBICANDILENHD &
Exbhbd.

Z ZCARMIETIE, TR ) OB
FAER K OSLE LIZHT T, BUEDIEHR & %
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() [kttt fes 74 KRz
WTRIREBIO IR & DL, KO, FEFEREEC
SlafeE (2) AN ORE & D EFAY
LD E T o7z,

B. BF3E 5

B-1.ZFEWE O %4 R OREMARE

LTSRS 9 B s s & R

D IR D4 & REEERA OFETEIZHE,

INTEFNTRIGE O A =2 BHh I DV TR

D4 LAFHERA A LTz,

SR O e T #

1) TFd (F4)) OAZANLTRT.

2) F4AIT TEA /G O ZAETRT.
W g b X XA (var) HER L, Z4E
ZRHWS.

3) FEPFFECERWGRITIEA ETRT. £
OEEE el 257 5.

4) Synonym (¥ / =AL=}5l4) BIRMHHS
NTWBLEEIZIE, synonym & 1~ 3 #E X
THFEET 5.

a) THOMBEL, FEMEEO R E
FLE LY T E LIEE T —F N —X)
BT, EWIZE LT, BN H

HMBEIZONWTITEMETEL (f

SOICIHMAEZ T vy aN

Linné—L.),
\ZRT.

5) FIBIILLF DR —AIZht-> CTRRIET 5.
U AN (ByaFEE - BFEEARE) I
g (% 717) 13& 55?2 no—> iR HER 4

 yes
- MAFTELS EREMERL TWVD
N ?

 yes no HEIE L CHENEFIA,
s &\ X524 D 1 B T3 F3e i 2

Ino  yes MEMEFIL N H H N2

i lno  yes HEWEFL
By AEZEROMALEZM D (FEHEM
ZRNIERE | Vi E ANk eYANA))

B, b EF405 1 1 5 TRNE O
WZDWTHE, FRENTZFZL DOANIERT



HDHZEEWRT LI [~IZRS. |
M5,

6) Fn4 4 OMERIZIL, DL FIR L2 &R
WTF = _R—=2 %N TIT 9.
O « R TN ) R R B R O
BEH{CHE RO ZHEDOL &, PITICRT 2
ODDT —H =A% H .
a) ¥4 MK OV GE I H 4 : Tropicos

(http://www.tropicos.org/)

b) f14: : BG Plants Fi&4-F44 4 7 v 7 A
BGplant 7% B 88 @ 7= s £ 1T YList

(http://ylist.info)

BG Plants i —"#4 A 7 v 7 A ] &
BG Plants 7 — % X— X THW\ L1 D HEY)
4, FRZ, AARPEMYIOIS &4 IZET
LEEROFEMEZ B E LT, KaTEH]

CRAERT) EHemE CGRERY (B - 5
BRRF)) ZHLIC/ERR ST,

B-2. {ESM R OFRE
FEEHIHEIZZE T T 5 74 FEHICD

WT, LU N O ICRRE SN TV D0 g

AIEEEIC | e L7, Btz

FIFoNTOD TAREFZHDR—H LTS

mHZERH Y BT

a) FCCI1 : Food Chemicals Codex (CK[E & /i
NEAL )

b) CFR : Code of Federal Regulation Title 21 (K
FDA 72384 2 & an E LR AL
{E(FFDCA : Fededal Food,
Cosmetic Act))

c) GB2760-2014 : /1 [E £ ¥Rl F HL

Drug, and

C.RERERBIUER
C-1. BN THtE T 2 RAREFE & DLl
AR = &b, ENCHE
T 5 RIRFEOFEHZSOWT, FEEHhiHY
D 74 FEFOIEFAEY LB L= (R 1). 228,
FIRBEREREE LTS SN 1220 T
%, Tropicos CTHERS L7- LTk L7-.
T4 EFDH> S, NuATZERTY HITD
W EERH Y & RERERE TRV R
o Tz, FYEHIEHTII O T T v &
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NV AEFROME E LTHRDILTEY, |
UHTORFEMEIZ T RO TT) & Ty
FRUBTL ] THLOIZKIL, X7 DK
JFWEIE TN O T ) OF EERERALIT - v
A7 ERLD) &, Kil&hTng., —F, K
RERFCIE, Mo ATTZ2 X7 Y BIEFE—D
HOLELTHEPLNLTWDLEEI ThhoTz. &4
[FIOFHAE T, FFEEHRE O/ 7D IIER
RERD NI T LD H 2 L TEE
L7z,

FEBHH) D 5> b, RARERIO TR & 4
KFRICHEZHAWTWS LD bDIE, b
IO EEHDIME ThoT. £, MEL
R LC, RERFE O IT MR IV & v
TWA EELNS D26 mE, FEEHbEH
MOIFOINEYZ OfERFTELTNDH L
BonobO»n 4 METHoT. 6T, &
R & RIREBE & TR 2 a2 K
Ji LTWaH EBONLIbDNR6mHH-T.
DS Nt g
a) FEEHIHY O 5 6, RRELIOHH &4
<FEUCHEZHWNTWD A HE

TH I, T=A, UALFa T, F—)LAN
AR, Aay, Hb——7, Fx¥xT7Ux—,
IV, JVvYy, ra—7, dv, alTyv
F—, by ¥ 7732, 77, AT, B
viawg, Y, Vam =R — g7,
AZ—=T =R, B3y UYL, Eul—, 4
~YRFX, A VU, FT7I, FAT, F
¥—EN, TAN, =V, Y, Ny T,
Yy, Tx2x V=7, =3Ik, I3
OH, VEVIT TR, LEUNR—LA, B—RAT
J—

R4 _E L0200 T, LUFICRT.
O6. VA % a v  FEEHIHY, RIEERE b
\Z Foeniculum JBHEY) % 3 & LTk, Il
LTEREICETLRLTWD DL,

[ Foeniculum vulgare Mill.] T& 5. RINEE}
TI% TFE vulgare Miller spp. Piperita (Ucria)
Countinho] HHJFfEL STV, BELHL

[ F. vulgare subsp. Piperitum Cont. (Foeniculum
vulgare MilLD> ) =) | O Z L ThHH &P
iz, 2, RRERIOFERE LTETF LN T




W% [ Foeniculum vulgare var. dulce (Mill.) Batt.
& Trab.] % Tropicos (ZRCE AN 22N> 208,
[ Foeniculum vulgare Mill.] DY ) = A ThH D
EWIH AL HY Y, 9T [Foeniculum
vulgare Mill.] 2K T 2 AIREMEDN RIEZ S 472
L, RARERE T 2 BRITIX X 0 3EH
RIHENLETHD.
O31. v e 7 FHEEHH® TIE [Salvia
IacandulaefoliaJ DHEJFE L THETLNTND
S, ZHUTEE YT 5544 D Tropicos (21720,
L?fPL RKIRBERFEEIO KT E L TRaEnT
W% [Salvia lavandulifolia Vahl] DFAECE & >
nNo. ZoOHEH ER Y THIUL, AmEIZHOW
TIEF RN & RREE S [F C R %
HDTns ez s.
O57. 731 U : Tropicos TlX, &FEHUHY T
KR E L TEITF B TWD TPetroselinum
sativum Hoffm.| & RIRFRCTHIL L LTHT
HILTWD [ Apium petroselinum L.| & 133/
ZLADBERICH D EENTWD. WEL, FF
BH ) & RIRFEFO FLFWE OFLHEiT I
(Xt U (Petroselinum crispum (Mill.) Fuss) |
EbY /) = LDOBMRIZH D L SN TSR,
Tropicos (2B W TIXY /) = L DOBEZRIZH D0
EIMER ST,
b) FE¥EHIHHO 5 H, RREBIO LKLY
SRV EE 2 JFUBHZ LTV 5 i H
THT72FH, vAXay, var, FLi
S, HEI =N, ATUTF, INEERY, T
S, oFF, v, AR —, UFE
Y, AT IV, AL, NUTTY, TV
AT, = HIEX, =T, XU, XTY
B, F—=AIV K, w¥VaTn VrTy, m
— X, ag—1lJ, UYE
ULRZET b0, 7H7=F X, U
ay, AV, FEY, NUATTY, FY
AT, =HIEFX, FRUH—, u—L/LD9
i H T, RIRERIOREFRE LTI RENT
W DRI E R O b o L =R T
2, RIREROGEITZE OEfEY b &t
HOREA DY, JFUBHEDILHFHIZ 72 > T
D. ZOBEOIBEMMNE Z X TEETO
MDZOWTIIRHTH 5.
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ZDIEDPOFFET NS HDIZHONT, LT
\ZRT.
O8. A v/ - v VB D [Origanum vulgare L. |
FRAEETHEEEHIE THER E Sh
TW5., RIRERNTZ VY FBD Lippia J&
A UX LY TR HERELTED, FloR
IRDREFELE I o TNV D,
O13. € X —)b : H¥EHlY, RAREE &
BHIZK 7 RHES NI L LTHET N TEY,
[ Anthemis nobilis L.| <° | Matricaria chamomilla
LIEWETHEBEL T L EFETHDH. KR
FEOFEE L TEIT 5TV D [TOrmenis
multicaulis| 1%, Tropicos (2% 3 5 FHHILE,
SN TWeno 7Dy, [ Cladanthus mixtus (L.)
Chevall. ] DY/ =L Th2DEWVI RELH-
7. AREIZOWTOFEAITITRER D D, RIR
BRHIB W THREIIHE L 72> TV D L OR
72 DODFRET D LENH D & Bbirz.
O15. INZE  FEpHhity, RREERLE
HiZv a v HED [Elettaria cardamomum (L.)
Maton var. minuscula Burkill | Z il LTEY,
RIREFRLOLEL Elettaria JEI\Z £ TR % IS
FTTW5D. ek, RIRERIOFEEIA & LT
FonTnwa Tvra v X7 | 1% [Elettaria
cardamomum (L.) Maton| ORENLHLND
EIRTHY, ZOHEAD [Cardamon) TH D
5)
O19. 7 FF v RARERORRE LT [ay
FF o) BEF L TNDA, YList ThERE L
A TarFri OoFHx [Gardenia
jasminoides Ellis var. radicans (Thunb.) Makino
ex HHara] T&® Y, [Gardenia augusta Merr. |
DOFEMERNA 1T S 4L TV 727> 72, Tropicos
k5 &,
radicans (Thunb.) Makino ex H.Hara] &
[ Gardenia augusta Merr.| |Z872 5 TH D &
Bboni. % 7
F3 (Gardenia jasminoides J. Ellis) | D/ =
LATHT.
O23. rv/ 2 RR&EFRNL, Te sy
(Papaver rhoeas L.) | &I E LT 5.
039. 27 I b FERHIEY & RRE R
& T [Mentha spicata L.| Z¥EJHE LT 5%

[ Gardenia jasminoides Ellis var.

[ Gardenia augusta Merr. |



23, KIREFEHE [Mentha cardiaca J. Gerard ex
Baker] EWIHOFEHHFRE LT 5.
O64. Bn—A I > b - Fpkhmitily & RRER
XEbiZ a7~y Monarda
punctata L.] NN v 7 v~y d1 (BREYE)
Monarda fistulosaL.] %R E L TWDHH, K
REEHI Z TN 2T 13,8 7 Mentha
longifolia (L.) Huds.] HEEJFE LTHEITFHNT
WD, TNy T1E Mentha & TH Y, o
HIFWE L BRI > TN D,
o) HEHMM D 5> B, FHEBHlHm o 52
BN LY o S O QAT i =|

TR, F—N— avay, ==y
O5. 7B U I« RIREROIREHED I3 E
FIN T2 Peucedanum JEFEY) & FEJR W E
ELTERINTND.
O24. == FJR L LTETF LN TV DT
ZNIFEFERHIE Y & RIKEE S [F] C T Capparis
spinosa L.] 7273, FEEHlHH O Ko Fn
4L ThHDHTUF a vk sk
micracantha var. henryi (Matsum.) Jacobs] &\
IMDFLRHTHNTEY, HETHDL &
BEZOLND. FO, FEEHAHM TIEED
HOFEZFERE LTWDD0 (b2 W
RO, BETILERDS.
O25. @y a v H¥EHlity & RREFR L T
IKIFIER CHEFEN R CTH 503, F3EHh
) CiL T Piper officinarum (Miq.) C. DC.] %
HERELTHET LTINS,
O55. = =7  FHEpiahitim & RIREFR L T
IXIRIER CHEMFEN R CTH 503, F3EHH
B i T4 =2 =72 (Allium sativum L. var.
pekinense (Prokh.) FMaek.) | &2 E L CEES
LTS,
d) EEkHhtY & RRFEELE TRIFD R -
TWiednH

TYavy, ALV, BT, v
yav bk, Y—L, R=F
O3. 7V a Uy H¥eHithy, RIRERE b
\Z Carum JBREW % IR E L TWH 0, i s
Db DEMNTWD &b, LirL, X
INEEHCIRENE & STV D [ Trachyspermum
ammi Sprague| D ) = LD EDIZ, FEE

[ Capparis
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W O TH S [Carum ajowan Benth. &
Hook.f] &2 &3 2 RS &V 2, FEMl7e M
FAIOMLERD D .
O10. A L2 —)b : FEkhhhd, KRE
Bl blizI U R Citus B2 E L TED,
& <\Z I Citrus sinensis (L.) Osbeck | (Z3:@ D I
FHETHD. LrL, FEeHhiHmix Ic
Jjaponica Thunb. | [C. reticulata Blanco| 733&Ji
EINTWDLDIZH L, RARFRTIT IC
aurantium L.] I3 FEJR & STV 5. Citrus J& 1
FEROBRNEHETH Y, FEERIZOWTHIA
TLHMEND D L Bbivz.
O12. 1w 7 BFFEHHMIT 7 2 7 TR O
[ Cinnamomum cassia (L.) D.Don] 23 FEJR7273,
RIRERHI~ AR D TCassia fistula L.) HFEJR
THY, B B> TS, BEFHRIMLE Y
A ML, HEBHIE D > T ORI L L
TAYI YT A AF2TNETLNTED,
ZAUIRAEFRI ORI TH % Cassia fistula L.
DHEIFTRLEFRLETHD. FrEHhtty
DAy T ELTHRBLTWD HDDOHII,
BIROERNP RN D EESH Y, FEMAR
REBEEEBEZ HILD.
O35. vy b F¥EHlY, RREE S
HIT Allium JEOFEY 2 FJLE L TRV, Y
M e LThHIvryrmy M EZBEFTTNDNR,
WHEPET TWDFELNRR LD LD TH
5.
O42. V—1 )b HFrptiitw iz T2 A4
(Rumex acetosa L.)] 75, RIREFEFTIE IFTF
*(Rumex japonicus Houtt.), F~ 7 /3% 2 F
(Rumex crispus L), = /) ¥ % 3 (Rumex
obtusifolius L.)] NZENENEEIE > TEY,
EH B Y Rumex J&TIXdH 53O E 72 HHEY)
MEET HITWD. Y & RIRE R
ETIHERE LTI TW AR D 9 HHE
BLTHDHDEZR.
O59. =T  F¥EHhHY, REEEE HIC
(N=F 2 HTE LTWDA, 2z T
HFEEHhHE T T2 e F =T &2, RIRE
BrCixl=v A "=F | 2 ZEn iR L
LTW5.



C-2. ¥ B DFE

TR & £ DR kO 74 FE 12
DWW, K[E (FCC11 & O CFR Title21) MR
tE (GB2760-2014) (2T o H DA EZ A L
7o BN, BRI 4 8 REa 0 4 D1F
2y, SEIOFETEIY M EEbns Lo

ELTHOLMNI T CHORREITo 7.

Fifd L7z R a2 R 2777

BRI Ch 2 FERh o 5 5, 4
[EIFHA U 72 B IS S TR o 72 8 B
X, 7, Tvavy, Av—U—7, 7
vy, xmay b, Y—LJ, Tavl, U
FEDMHE THo .

T2, SEEFHARZ EOBKTHIFIER U
JFFENAHWONTWERBIE, 7YV 7 =T 4,
TAXay, vaL, F—)LVANRAL R, By
T, HEI I, AUV Y, Xy T T —,
Ry, vu—7, )X, 3,
AT =, YT ITR, B TT ) YR
UV—, $er, v, vavl, AZ—7T=
R, A ATTHE, k) —, XvRE, ¥
~UU R, 273y, FxAT, NUTT,
FTYRT, = HEAEFR, =V T, =T,
RN, XY, XU B, e, T X
V=2, XRX= 0 b, VT, LEVTT
A, LEUNAR—=A B—RAT ) — m—1 /LD
BRHATHY, FEULETH-7 (F3). =
DIEFDNFFET RE L DOV TLLFIZEEM
TR
O4.7 =2 ORI, HARTERE LTV
% 7= (Pimpinella anisum L.) | % &R &
LTI TWDH, FCCIL O, [ho %3
(Ilicium verum Hook.f.) | & &JF/4EW) & L T2
FonTwna., FEEHHHmIcB VT,
Hlicium verum Hook.f.lZ A % —7 = A D F i fE
L LTW5B725, FCCll @ Spice Oleoresin Tl
T =R EXRHIL TR0,

O8. A v/ FreHti®m e CFR Tl
Origanum JE&INFER & S THE Y, FCCIL b [A]
ETH DA, FCCIL T ZAUIIMZT [ Thymus
capitatus (L.) Hoffmanns. & Link | & Z&FAEY) &
LT 6T\ e, —J7, HETIX Lippia J&
DOHNPHEFTE L TETLNATEY, Hick-

g,
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THIFFEN 2 D Blp > T, 7ok, HARD

KEIRBBIDOA VT 7 OIEJFITIL Lippia J& 03 &

FNTEY, PEOBRLEZEEINL TS L

Bohi.

O10. AL v P E—)b FED LT DR

725 CWAHDS, [ Citrus sinensis (L.) Osbeck |
[ Citrus reticulata Blanco| @ 2fE|X EDE

R ELTET ATV,

Oll. Hvav&32. Friav  FEeHhh

WixHhvavethrvayo 2 0B

T BTN D, HETIEIEE N [ Zanthoxylum

Bl L 72> THED, FRIXHNLI TV aw.

Ol4. 177 &FH 7 a ¥ 7 (Brassica

nigra (L.) W.D.J. Koch) | % & &¢ Brassica J& % &

JRE LCWER, EEEHmt o g o i

% ISinapisalba L.] IR E L TEET T 5.

O15. AT HARUSNOIEIL, [Elettaria

cardamomum (L.) Maton | ZJ&JF & LTV D723,

HARIZZ O (varietas) Z I E L TET

T 5. Tropicos |IZIXME N Y ) =L Th D &

WO ELIRIT e <, BFETHh-o THHlOFfEE L

TH LT D Bl (Mentha arvensis var.

piperascens & M. arvensis 72 £) b 5H T &

b, MEOKLEN DD L EDbIDS.

025. 2 a v ARUSNOEIZ, [ Piper nigrum

L) OB ZEFTE LTHETTHDAR, AR
(A RFH=aavy Piper longum L.| 72 &

HEFE LTS, A R TavaviER

REEIOFELE LTHEibiu T 5.

O34. v FE v KED LT OEENRR D3,
v A v =y A Cinnamomum verum J.Presl
(Cinnamomum zeylanicum Blume [X3 / = A.) |

TEDEGERE LTHEITF LTV,

036. ¥ = ==Y — : [Juniperus communis

L) 2 e LTETTOhHENL VD, AR

TIEZDE»IZ T'4 3 7 %X Juniperus

communis L. var. communis| %, FCCl1 TIi%
[ Juniperus communis var. erecta Pursh| % il

ENEFIZET WD, EH B Y Juniperus

communis L.L > ) = LNToh D &V ) FLE D

Tropicos IZ72 <, WMEVDLETHS.

O39. A7 I b FEkEHhHY, CFR T
[ Mentha spicata L.] ORI E L TEHET 5



NWTWBD N, FCC & HIETIL [ Mentha cardiaca
LIbREFELTHEITONTND. PETIE
fifi FHZEHESGE#R S LTV D GB2760-2014 Tl
Mentha cardiaca L. %37 E LTWAHD, £D
%5y ks T d % GB1886.36-2015 (£ SN
B2 751M) Cld Menta spicata L3RR & X4 T
B0, BE DL EEbiS. 7ok, BADR
REBIOEFTZEL L0 HWHLR TN D
LoTho.

0O55. = =7 :FCCI1 & FEIZX [Allium
sativum L.] OFNEEFE L TWDHD, FHxEk
I R R AR S OIS T
5.

065. v a 7 b FEAD LT ORFNRLR -
TW5 DS, [ Majorana hortensis Moench | (£ & D
EbERE LTETFONTWS, FEeHh
W E I hnicmax T
majoranaL.] 75, FCC11 1% [ Thymus mastichina
LIAERE LTETON TS, Wby
VEITHD.

[ Origanum

D. ¥R

BEAF IR 40 8L B O — 2> CTh 5 /¢
BHITH I DT, S RERRIC T 7215
WEE T 7. REBIZER SN TWD 74 Ff
DIFEHNTND Z ENZEDOLFRNS TR
ENDHRIRERHZOWNWT, RENT-f4 KO
T DY % YList & O Tropicos % & & 1Z
Bt L7z & 25, PERENELF CiEhE
EIFELTVWDZERHALMNE ST, %
DO—FHT, RLLHTH-> THLEEEHRY
ERRERE TR EFEZHWNTHD L0
bdolo. IHIT, FEFEED FCC X CFR O
wIZhZ, PERRMEHIELE (GB2760-2014)
ELHRL, FAETHELZE ZA, BAM
HOREFEOHDOR, HARTIL 2 2O E L
TR LTI TWD S OB METIZO &
DOOFEFE L TRINTWLHEDEH 7.
ATEEE « 4R OFAE T, FEHUC X » TR
FIER DB G N LB & b d b
DOWNFERL VI~ 7-. FEEHhHY ok
RERRIFICIE, AR CHET oE®RE b &
2, BERAEYOFLEZ O TR 21T 9 &
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ERHD.

E. 3&3CHR

1) HEAE @R TR EEICES Iy
DETRFIZOWT] HEERT 377 5, Pk 22
10 H 20 H.

2) The Plant List <
http://www.theplantlist.org/tpl1.1/record/kew-
2438394 > (accessed 2018-12-21).

3) The Plant List <
http://www.theplantlist.org/tpl1.1/record/kew-
2906377 > (accessed 2018-12-21).

4) The Plant List <
http://www.theplantlist.org/tpl1.1/record/gcc-
91453>(accessed 2019-1-17).

5) IEAEF A . B+l B AZKR . 2016.

FHER
1. A SCHE#R
L

RPEE
L

G. SRR EEHE D HHRE - BRIk
EAL .3



JEATTBR AR e (B DL R HEEDT TR H3E)
BEAFIRIN O S B RER O 7= D O R FVEIZ B3 2 WF 58

(H29-£ ih-—

5%-007)

TR 04F EEMTFE Sy R

WFFR A PR« BEAFUSING) O FE R R E FEIZ B 3 D iF 4T
~RMS % H\ 7= single-reference HPLC {52 KX 5 XY LT LT & ROER~
MR e AR Y [ENZERSESEAEOEET BRI HEE

HREE

BEAEIIN O BRI B IR BEDE=F ) INEETHY, £ D
B, ZTOFEELTI/a~ N T 7 4 —DPEBRASNTWD. IEfMERERICITMEDOB 57
ERAEELNSMETH DN, RBRHKTHDEFERNIICB O CTOSmE L F—o0
EREEESLOAFIIRELRGE1 2, BREFERNDORIIZHTZD O & DD RE E
FELRoTWD, FxlZINE T, KRE~ORFE L LT, E&ENMRE HPLC/PDA & {4
O, FEXFE/VERE (relative molar sensitivity: RMS) % W =@ &L (LLF, RMSHE) %
SEULIRZE L CE . AFE T, BEFRIRoERE L LTHO WL v VIZEENH Y
T IVTE RIZOWT, RMSEZEAT 52T, Sofitoc&AEELEH WD Z L
72  IEfEZREBDNATRECH D 0°, BHIEB TGt L7c D THET 5.

WHIE 1
FL L] 52
Tl
A E R
PR =
Hh

At AT
At AT
[ ST [ 36 S & S AR S T
[ ST 1 38 S & S A F S T
[ ST 1 36 S & S AR R S T

A. BFFEEH

KW & H2k &3 2 &m0 EIRT,
TINDHITEEN D ERSCIEER 7 % & &
T 52 L TRAEMERCHME R EDME &
RLTWD., EEIEICIE, DBERE & R B
NIZHPLCRGC 72D/~ 777 44—
DHWSND Z ENE. @, 7ua~v 7
77 4 —IZLDEETIE, DRI DR
ELE—7 DIREEEDOMBEBEGRE RTHR
EROVERP LI L 72 D728, oirxtg LA
— CHIE DB &) EE&H OEEYE 2 A
FLARTNE 580, LvL, EELEZW
FRATIZ DWW T T L O IEEEYE BN S
TWD EFRL T, RARH KD IZW=-T
IHBEGRETOHMBEL TRV ELH 5.
T, BEEYELE LGS TWS LT
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AR ICHME DEA T N2 ST T, 5
IIEREDALEM O, EESHTERREOIE
W/ MENRALR DO H 5. IEMEIRRS E
=i, BnCEELOE 2R T 5 D) 2 THE
TCH DN, WO SN EEYE O AT
DREE 272D ZF DM E %2 1E L fHii ¢
AR RSN ST AN

O X BT L, FxlTOE OO
W E LT, FHXTENVEE (relative molar
sensitivity: RMS) ZHW/z> > 271y 77 L
> A HPLC ¥ (LL'F, RMS #5) 25 %R L%
FENATE-. SOWEORE (BE) LS
DISEEICHHERI D I u~ N7 T T
4 —DRHETB W TIE, I L > TH
N2 DIRE RN D, RMS (3, HHE
Y& (singlereference) & 73 RME D 2 1k
A B T AHEAMELHT- D DISEED
tbE L STETHY, S ERERFR—Thi
X, RMS (ZMtEPRICERAEDETHDH. =D
7o, FEHEY BTk 5 Tt GE O RMS
D 7ol h, FUEY)E 2 NIEHEY) B & L
THW, FEHEYE & OV BTt 28 O g
BT DI E E RMS OEENS, 438t



GE LR — OEEYE 2 VL Ligny
n~ N7 74— %FHLIZEESH A
HETHD.

*7-, RMS OBEHIZBWTYH, E&HE NMR
('"H-gNMR) Z##iAGbE 25 2 & CHEREYE
AT LR ErERfEERD D Z L
NARETH L. 'HqQNMR (%, 7o~ 7T 7
o — & AT BERE & MR 13 58, 1k
EYOEBEMICENL TS O FETH .
'H-gNMR I, DL A D3RR H I AFTE
L, TNOHHKDO T T FIVREEITHEEL T
Wb EX, 1 DOy 7 MM ElcALBND
fb&mEl o> 7 Vi), FhZEho
(B ExK# 8 Db & U CIRERIZIEME
WSS V. ZoFEEAFIHTE, 5
UEW)'E L 3 AT Xt S DR A FE TR IR % 7
L,'H-gNMR &7t~ v 7T 7 4 —Di 1
TNEML, 7ua~ T 7 0 —DOKBHEERIC
B AEALEWOINE %, 'TH-qNMR 2> 515
ENDENTERTAZEICED, EMR
RMS "EH IS, 2Dk H1Z, RMS I
LT X G E DREVEME S LB T\, Fox
LT IVE TOMIET, KiEE KIMH RO =
FXFE BN EBT DH S DE
BIZGH L&,
AWFFETIL, RMS {ED S 5732 5 Al REM: 2 18
KT D120, BotEnmE S Tns LY
NT T B R ODEBE~DISHIZOW TR
L7z, RUATATE NiX, v (Perilla

frutescens Britton) DAFHKITDOE D TH 5.

UVIERME LTASEBRESNTWDIED,
BETFIRIM T % v Y <05+ Lk ik
AAZERSG (JP17) WA THL Y a0
R Cchsd. LIy a3 vz o0V TiL,
JP17 I2BWTRY LT ILT b RO EHK
MEDLNTEY, FOEREEL L TEINT
T N EEFH 2 M Has & L7 AMEREL I &
% HPLC IEDVRENTWD. EEICIE, 2V
T IVT & ROEREME RV THY, TIv
TUNEANENTZT TV ANY D H DN
FAKHEBH (EEAEEDE) & L TikoE
ENTW5S. LvL, ZoEEHEEYE I
EiCHD O %, RUALTATE RiZAHX )
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—NAHZBWTELIZRLZETH D720 9,
EEHOEERKE HENYST 20BN D
% . R ok O = 3O o 22 ek -
B AR 2 72120, FBIER ek
D IEMEIREEDAR AR THDHH, BURTIX
ED=ODOMREIZEM & FMNLN T,
EELREENRETHD E VI IEID D.
FIT, VT 2o VANR Y B EYE L L
72 RMS £ XU LT VT b ROERIZGH
952 & CEDORI R AT D THET
5.

B. #FEFE
P - B

AWFFEUZ W TG UB R O EE A R 1 1SR,
F 1O L OLS ORI, TN TRED
HUWETHPLC HHZ L — ROt D% -,
T 2= )V AJVIR ANk T H XY LT LT
t R RMS DOHiH

NYLT AT R 4mg, 7 ==L AL
B #) 10 mg, KON DSS-do FEEYEMVEK) 2 mg
BEENEIEEICED, 10mL BZOAZ U o
— A TN HHETAIN, DMSO-ds 4 mL
Z BRI Z T2 L, NMR @ A
WL L=, Z Ok 0.6mL % 4% 5 mm ¢ NMR
ABHEICEI A LT, BRI 3 [TV, 2T
AU NMR #E HBHARK 1~3 & L, &2 1R
T 4T 'H.gQNMR (2L W lE L. Goh
7z '"H-gNMR 7 — & Z it~ 7 & (Purity Pro
qNMR ANALYSIS Software, HA®REH) T
gt L, X (1) Z2HTWEER (R, %K
O,

n S H
R. = PR _ SerL o Hps (1)
nps Sps  Hpre

7272, PRL, XU LT I)ILTE K; DS, ¥7
= =VAIVIR V0, WEE (mol) S, ¥ 7
JVIHIFE; H, S \IZHET 57 v b %k

KIZ, NMR JlE HFEBHATE 1~3 1225\ T
ImL ZEfEICED, A ¥ ) —/VEINZ CTIERE
(2 250 mL [IZER L7=b D%, HPLC HIEH
AEHAIR 1~3 L L7z (WU AT AT e N
BEKT 4 pg/mL, 7 = =L A LR PEREER 10
pg/mL). ZALHIZOWT, £ 3R THRET



HPLC/PDA IZ L AWEEITHT-. HOHINT-E
— 7 g A 05, X (Q2) AW TREL (R,)
2RO

R, = ZEEL )
Aps

BEonr-wEEl (R, KOLZEE (R,)
2 3) ITfRAL, ¥ 7 ==L AR TR
TAHRY LT ILTE RO RMS Z:RH7-.

RMS =~ 3)

n

VIATHEONY LT ILT E REEOEH

1) FREHANE M OEYEAIR O FRHd
AEIREL - JP17 [V 3 v OERE NICHD
TToTlz. T7hbb, YavomEHo2g %
WElcEY, A%/ —/)L20mL Iz T 10
SRV IRYE, w00, RERESEL
T2 BRI BICA X 7 —120mL 2N,
FIERICHEE L. itz 5od, A%/
— L& 2 CIEMELZ 50mL [CER L, #EHE
wE L.
FEHEVRIR - XU LT LT B R 10 mg & %
&Y, A% ) — WD L CIEMEIZ 100mL
WER L. 2Ok 10mL ZTEfEICED, A
2 ) — )V I Z CIEMEIZ 100 mL [IZER LT=
HDERY LT IVT b RERERKRE LT, ¥
T =)L AR AT OWNWT G RIEEICERE L,
VT =V AR EETIR & LT
2) RMSIEIZ LD ER

1) TR L 723 UBHA IR SRR iR 2 4 3
2R 54T HPLC/PDA THIIE L7-. 3 EHA
WA LN XY AT IVT b R
ERFFRF S — T D5 B — 212 oW\ T, Wk
WK DY e — 7 E%APRL LT =R
VIR UAEYETRIR O B — 7 HFEAps 1 D, 2 (4)
kv yavdhoRY LT AT e RER
(XPRL (mg)) ZROT-.

AprL , MpPRL 1 1
X =—=X—==XWpe Xx—X— (4
PRL™ aps ™ mps DS 20 " RMs (“4)

=721, m, o8 Wps, ¥ 7 ==/LALIK
YO EE (mg).

3) fEkiE (JP17) ICXDEE
NYNLTIVT e RFEEERIZELD, A
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LY AT AT e RREOREZ, ko
NMR HIEFHFEHAN 1~3 % 'H-gNMR (2T
WEFTHZELICIVEHLE. T72bb,
DSS-ds D A FINVEEH kDO T h v 7S
(s,CH; X3) #=HUE (6 0ppm) & L7z & X,
DT FERYALTILTE KD §945
ppm O 7 F v (s, CH) ZHW\T, &K (5)
LD R AT AT e RREOME 2 5H H
L.

S H M, w
P — SPRL o Hpss o MprL o Wpss o p 5)

PRL DSS
Spss  Hprr Mpss  WprL

=77, S, v/ VHEFE;, H, SICHKT ST
o b M, EVEE (g/mol) ; W, FFEE
(g) ; P, ME (Wt%).

WIZ, 1) TYERL L 72 3URHAK & RS HER IR &
% 3 12”45 C HPLC/PDA THllE L7z, i
BHREHIC R 5N DRV LT LT b RiEY%E
WIR & RPN — T 5 B — 27 1220 T,
ABHAIR O — 7 HiffAr L XY VT VT &
NEEERIR O B — 7 HfEAs ) B, 2 (6) 12X
WyaovhoY LT LT FEE (Xpg,
(mg)) ZRKD7-.

1 A_T 1

XPRL:WPRLXPPRLXEXASXZ_O (6)

f:f: L/, WPRL9 Hﬂ;%ﬁﬁ/\o U 11/77/1/51\\1?, F@
FEECE: (mg) 5 Pprr, qNMR 2B R L 7= E &
HRUAT AT e ROME (%).

C. BRLELE

RMS D& H

1) HEIEWEOREE

RMS HHIZH T2V, ATt G x4 5
WY 2R L MEY T AR ET D 2 LY, IEfERE
BOVDICARAIRTHD. EEYE L LTI,
LREINOEMEE, ZTHY, SHeSmeE
E TR CIRIARK (A me) THDHH DD LT
W5, T, VI vHOXY LT IALTE RE
EISHT D EBEL, BE P17 IZER
HENTWDEREDHPLC §&:4 & [RSHET
INTATEEZ2 L DL E L. LU EDOSMH: %
=AM E LT, W ODILEME A
LTERER, V7 2= L ALR Y &%
bz, £2TC, XUATATE REYT =



=)L A )ik % JP17T @ HPLC 4%:ff T
chromatograph A |IZ Tt T 5 &, 7 ==L
ARy, RUNLT LT B RONEIZEHE L=
(H1(A). ZOLED_RYLTILTE KD
Amax 1L 234 nm, V7 = =I)LAILIRL D A max
1£235nm Th-o7= (K1 (B). bHiZ, ¥
T 2= )L ANKR U ORY LT LT B RO
TV T T 7 7 ZIENEIL1.01 KTN.03
ThY, ©—I7BREBHFTCH-T=. £,
DT =)L ALR O GREE R T
¥4 Lot. SNBTM-KT) (22T 'H-qNMR (Z

oL EH LI 25, 99.98% Th o 7-.

PLENG, RMS BHIZBITF A2 LT LT
ROFEMEME L LT, V7 =)L AR 0T
BEThHDHEEZ DN
2) WEEHOFEHIZOWTOME

T 2= VA NLR KT ARY LT L
Tt ROEM R RMS 2H5HT 572012, F
T 'H-gNMR A7 )L ECHEALED D B
WZBEL, EEICHE Loy 7O A
L7z (X 2). 'H-QNMR OERH > 7 v
LT, BRI ZFAnfthor 7k
TAFCHEEL TR Y, hoOoEEN TV DS AN
MO T FNVEBERLRNEDERIRT D
ZENEETHDH. QNMR HIEEWE CTH 5
DSS-ds D A FNI%E 6 O0ppm & L7z & &, ~
VLT ILT e RIZBWTX7id 7 a kT
X525 6945ppm BNEEH T 7T & LT
WY EEZ L. §7.00ppm DT 7 F L
D 7 F v &35 8EL TV ey, ANl
MEBDLNLALEDODE—27 L OAEENRE)
ST M, V7 2= VAR HEEDOY S
FrxEnbEREHY e LTS s
Hbhi=7=%, 2,6, 22, (L7 11 hZH
K35 6799ppm ZERHAT 7L LT
ELZ. ZnbY 7z VT, NMR HlE
FARBHATE 1~3 12O\ TV 7 = =LA LR
NIHKET DRIV AT AT RKOWME R %
BHTHz e L. B, ko7
1 Z9°_T S/N e 500 LLETHD, NMR I
& F AR A SR O [l & 4 O PR E 1S
REThHDHEEZ LN,
3) IRELLOREHBIZHOWTORE

KiExyaugpoXY LT LT e ROE
BISHTDHZEEHMET D E, P17 IZBT
LRV VT AT e REERKEOFET, E
WEREERNARETHDLZ ENMNETHD. £
D7z, RMS HHIZ AW B A e TR AT
WECHIE L2 D& WD DN 2 &k
L, NUATATE FREENK 4ug/mL & 72
% X9 NMR HIEHRENRIK 1~3 28R L
LRSI L E LT, IEMEZ: RMS %
5 5121%, PDA B D A~ K VA RRED
WL ZITIZ D A max (BT DIEEEND
WAl ERDLZENTIWVWEEZ LN DT
W, NUNLTITE KDL THD 234 nm
THETHDONME LV, LavL, BITO~L
VLT AT RERIEICEWNT, BHEERER
230nm E EOHHINTWA., BT, EERFD
FHEE & L Cix PDA BiHEEZ 1 T < Al
KE (VWD) izt o hnTng., 22
T, AWFZETIL PDA, VWD itk HE % FHuv
T, 230 nm &8 234 nm IZB T DISE & E
HIsrz s LT
4) RMS OHH

T 2= VA JLIR NIRRT AR LTIV
T B RO RMS %, #EH 1 L OWEES 2 DFf 2
METENETNHEHLE. o=~V L7
LT ROY T 2= )L ALK NCKT A
BRI (R, #3412, IEEH (R,) & RMS
3517 7T. EHIZ, RMS ITHIEREIC X
STHRRDIT-ODWETLICEFLEDELEDA
(#£6), V7 =)L ALR KT HLY L
77T B RO RMS 1%, 230 nm Tl 1.034,
234nm T 0.976 TH-o7=. AW TIE, H
EEEE - 0T L, RERE, FEEMEERED
KRRz TW D (F1-3), [Fl—& &7
TR EZHVE—OFETRERE SR
RMS Th 5. BETEE D RT, BimHICHE
BT 5 RREICHEHT 2R BIED YT A
RT A2 9IZHET, RMS OO TR K OVE
MRS 2 —JuhliE i iric K v Ei L7
LA, 234 nm HIERCOHHTREE (RSD%)
1% 0.76%, =ERHEE (RSD%) 1E 1.16%TdH >
7=. F72, 230nm TIEOHMTHE (RSD%) IX
0.85%, =E[FFEE (RSD%) 1% 1.33% Tdh - 7=.
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PLEDOFERIL, RMS EOWFTERE R 9 & g
LCHIHRFEHDITH X L& 2 5, Rk
TR 2V & BT,

)7, HoN7Z RMS OEHEIICHOWVWTE
Bt L7 RMS B CEHA L7=_U LT T
b RREKIZ DOV, 'TH-qNMR TR =Y L
TITE ROMiELZ, V7 2= )L ALK %
FEYEYE L 9% RMS JETRO M & i
L7z (£ 7). 728, 'H-qNMR (2815
LT T B ROMEEE, X (5) IZeWEH L
7-. F£77, RMSETIE, 230nm & 234nm @
MR DONWT, AFETHELI RMS %
HWTHE L., mRECB T2y LT v
T b RREOHEDZEIL, HERKEN 230 nm
DE X 0.98%LL T, 234nm DL X 1.28%LLF
THo72. RMS iEZ W THRE L= EK o
JE1E "TH-QNMR TR®O7-HE & 1EIE—FH LT
BY, AR THEGILZ RMS OIEfMEMEITS
WweEzohi-.

JP17 BER#OUEKYE & RMS 15 & O Ll
JP1I7l2BWC, VI uHFOXY LT ILT B
REBEOREICIL, RTAERBRA (B8
HE/sa~ 777 0—H) RUALT LT E
RZ A ERiESE & U E BIEA A S Tn
5. ZOPEkIE L, AR TG L7 RMS 14
LT, VATIZEENDIRI AT AT E RO
GRETNENERL, Son-ExtigL
7o, 7pB, XV IEfERMMEERENT OIS,
PERIETHWDHTIEREDO Y LT LT |
Ri%, "H-QNMR TR 7=l CHIIE L7=.
3y hDOYIATITHONT, fEkE (H-
qNMR #iEH VD) & RMS k& TRY LT )L
Tt REg'REZROIZEZA (KS), Fory
FT%H RMS IETROEZGENDTNICRE
L T o ToN, ZDEITHRAKTE 0.011%T
Hov=. JPI7T TIX Y I T ORI L
0.08%LL EORY LT LT REgirZ L &
HEINTNDD, BUEREIZ LD En-LY v
TLTFE REEtey a w1 T, fekE (‘-
qQNMR #iEH D) & RMS k& DENKKT
0.005%CTh-7-. LLEXY, WERETEKD
TEEICIFEAEER IV LRSI

7.

D. i
AWFIETIE, St & v EEREYE O
ENRNEETHHLR) LT ILT B ROERID
SN, VT == )VANTR L AR EYE L L
7= RMS {EZ B OB THRET 5 Z &gk
D, ZFOEBTREMEARR L. kxR EK
DEIL DR T CHRE L7 RMS @ RSD (&
12%FEETH Y, HEIL 99.9~101.4% T -
7=, Vavdo_Y LT ITE REREIZHOWN
T, RMS iE BB =S RIT, 'TH-QNMR 4
EEITHOTMEREL B L TUEEAEER
T otz 2D ORI L B
BN 2728, EfMER RMS 3B X
X, HPLC IZ LD EEDTRERE ThH
IXHEIZ T D, TR E ORI MEY) B 5
Z W L 92, 'TH-QNMR & [Fl% D HPLC {2
L DEBSHIDFARETH D & BbivT.
AT JP17 THHAVWLNATWERY LT
NT e REEESOSG S EEBET 5L, K
R TERE LY 7 ==L ALK v & i
WE L L= RMS 1%, ZOEMETLHA
AIARDRENLLENTEEILETHY, Bk
DHEARE LTHHIELWFEEENZS.

E. 2E3#k

1) RIAFEA. AHAEE Y OMEE 2130 56—
e 3L (NMR) ZH 72 ST ([EBSH
fR) b L—H T E B —. 1k
LAWY, 52,473-477 (2014).

2) R#i52. QqNMR O & i 3T ~ DI .
b= L EW). 52, 622-626 (2014).

3) WEIRHE =, Z BB, AT, GHRER
/NEF ), AZAIERS, Mg, OB MR
AR LY v ~A 0y T HhiH
MFPDOTT U RBIORAE T T VDR
HEEIEOBRS. AR MRETHEES, 56,
185-193 (2015).

4) VHIRFHE=, PeRk OEA) B, P,
BINEE, # o Py~~~ Ry, ik —,
RILSERE, VHHEHREZ, RS, A ER,
Ve 1. 8 NMR (253 < FExhE VK
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EEFM LIRS FONARY v
BIOREI NI NAA~AARY VU DE
. AR A THERS, 59, 1-10 (2018).

5) Nishizaki Y., Sato-Masumoto N., Mikawa T.,
Nakashima K., Yamazaki T., Kuroe M.,
Numata M., Thara T., Ito Y., Sugimoto N.,
Kyoko S.: HPLC/PDA determination of
carminic acid and 4-aminocarminic acid using
relative molar sensitivities with respect to
caffeine. Food Addit. Contam. A, 35, 838-847
(2018).

6) Wz, NIFEKR, ANz, AdY =3
U O EEAEELE NI AT AT E R
DLTENEICEET D fat. AEREHERE, 64(1),
7-14 (2010).

7) BAEFEEERE 64 5 (2016) “HF -tk
ERAEKR T FRl284E3 4 7 H.

8) JEE TR A R R A R
a PSR 9 % e A (2 B 2 alBRiE D
MR T A B Z A 2D T” Pk
19 £ 11 J 15 H, ®ZIHEH 1115001 =
(2007).

F. WFERE

1. FmC¥EE
W%ﬁb

1)@$ﬁ¥ﬂmﬁ%wmf%ﬂﬁbt//?
VU 7 7 L AHPLC SHTED IS, & 55
M2 EEmERZHING&ES TS
(2018.11) (R ).

2) BB, PR, BB, AR
ZHBT, EARER, EREIST  BEFTIN
Wy N 57 KRR R OBUE R O
FeiE. 55 mIeEE A LTI HES
(2018.11)(FH ).

3) ARE -, PERME =, PR, AT
KRR, ST 7+ NEAA— KT
V4@mm’iéﬂﬁﬁ®£%o%®ﬁ
K. % 55 BleEfER SN @SS
(2018.11)(kEEeTH).

4) HEARIE -, PEIRE =, LU sE, T,
hREE, LR —, BITERE, HEREE,
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B, AR, AT fxE L
BEEAFH LY LT VT e RERE
OfEFEr. # 7 BIE&E NMR 7 7 7
(2018.12)(FR ).

G. M EEDOHFE - BRERHR
BA=La



1 ARV EE K ORREE

PR 1 HERE 2
vav (B vawl vaw2 vav3
~YALFTALTE N JRy 5 A= HEER R [R5 A FE A
(EEMA - EEsa~ 777 0—H) (EEMA - g/~ 777 0—H) @

FIJEAiZE T2 (Cat. No. 161-24161)
VT 2 =N ANE Y FbA T3 (Cat. No. P0231) FbA T3 (Cat. No. P0231)

gNMR #iJE : 99.98%" gNMR HEE : 100.00%
qQNMR FHEAEYE 3-(trimetyl-  FDEAISE T2 (Cat. No. 044-31671) FYeHiZE T3 (Cat. No. 044-31671)
silyl)-1-propanesulfonic acid-ds certified purity 92.3% (Lot. AWH6585) certified purity 92.4% (Lot. TWK6177)
sodium salt (DSS-ds)
TAFILZ LR F Y R-de MERCK (Cat. 1.03424.010) ACROS ORGANICS (Cat. 320760075)

(DMSO-de)

a) Aldrich T2 BB 2 1 THERIL, JP17 B ICEA S #72b D
b) DSS-ds D AFNIHAE §O0ppm & L7z L&D §7.99 ppm DL 7 F /L% HAY, 'H.gNMR (IZ LV ZNZNOEBECTERLZL D
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7 2 'H-gNMR 7 54

H%EA 1

&R 2

iE

Ta—7

T RNy iERE
BRI R~ 27+ Vg
A=
RV

BCKT Ay 7)o

A AE ]
(AT
KI—AFxv
T [ 4
B i JEE

JNM-ECA600 (JEOL Ltd.)
ROYAL 7' v — 7 (JEOL Ltd.)
0.25 Hz

-5~15 ppm

*F 7

90°

HY

60 1

8 [=]

2 [a]

FEE R 3 [al

i (—EREL)

JNM-ECA600 (JEOL Ltd.)
ROYAL 7' v — 7 (JEOL Ltd.)
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% 3 HPLC/PDA JHI7E &1

#EE 2
Chromatograph No. A B C D
2E Series 1100&1200 Prominence 1260 Infinity LC Prominence
(Agilent) (Shimadzu) (Agilent)
HaHigs (PDA) Series 1200 G1315B SPD-M20A G4212B SPD-M20A
(VWD) Series 1100 G1314A SPD-20A G1314F SPD-20A
77 A Wakopak wakosil-II 5C18RS Cosmosil 5C18-MS-II  TSKgel ODS-80Ts QA YMC-pack ODS-A
(4.6 150 mm, 5pm) (4.6 150 mm, 5pm) (4.6 150 mm, 5pm) (4.6 150 mm, 5pm)
717 LE 40°C
CEZLiE! KT b=+ YRR (13:7)
T 1.0 mL/min
EAR 10 L
S RE 40 71

BRHR

230 nm ¥ 7213 234 nm
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5 10 5 20 % E) B i
Retention time (min)

(B) wuy 235 1: diphenyl sulfone 4 234 2: perillaldehyde

250 300 350 400 50 nm 250 300 350 400 450

Wavelength (nm) Wavelength (nm)
1 XYLTITE RETT ==L A)LKR LD HPLC 54T H. (A) Chromatograph
AIZTHON LBl ke 7 a~ s 7T A BE—27 113V 7 2= )LALERY, B
— 721 FNU AT AT e R (B) BHEEOWIN AT hv. FEIEWR UG RE R.
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5 6 [e) 6 5
4 S 4
I
3 (0] > 3
perillaldehyde diphenyl sulfone
H-7 H-2,6,2, 6

______ I u

L‘\M_m.. W N N

DSS-d,

9.0 8.0 7?0 6.0 5!0

ppm

T
40

T
30

20

[X] 2 NMR @& FRERAR (RUALT LT REDT 2 =)L ARV OIRAW) O 'H-NMR A7 kL.

ERLUTRLTWAEDIIEEICHW = 7.
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# 4 'H-gNMR IZ X 0 B L2 & RSP O~XY V7 7k K (PRL) OV 7 = =/)LA/NKRY (DS) X7 HWE &Lt

FEEE 1 FERH 2
DS PRL PIE R DS PRL YIE R
H2, H6, H2', HE' H7 (R,) H2, H6, H2', HE' H7 (R,)
a b b/(a/4) a b b/(a/d)
HURHAE NMR] 100 15.40%0.07 0.616 100 13.61+0.02 0.545
SURHAR NMRD 100 15.03£0.07 0.601 100 13.22+0.02 0.529
SURATR NMR3 100 16.74%0.06 0.670 100 14.2340.05 0.569
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£S5 _RUALTALTE R (PRL) Y7 z=)LA)LEKY (DS) IZx9 5 RMS

HEBE 1
£ B EHEE AEHAIR el ORI 2 BURHAWR 13 1 RSD (%)
Chromatograph A PDA 230 nm R, 0.634%+0.001 0.620%0.002 0.681£0.003 -
RMS 1.030 1.031 1.017 1.026 0.724
234 nm R, 0.594£0.002 0.580%0.002 0.645%0.000 —
RMS 0.969 0.964 0.962 0.965 0.338
VWD 230 nm R, 0.629+0.001 0.615%0.001 0.684%0.000 —
RMS 1.022 1.023 1.021 1.022 0.097
234 nm R, 0.596£0.002 0.585%+0.001 0.646%0.001 -
RMS 0.968 0.973 0.965 0.969 0.392
Chromatograph B PDA 230 nm R, 0.627%+0.001 0.611£0.001 0.680%=0.001 -
RMS 1.017 1.016 1.016 1.016 0.097
234 nm R, 0.595%£0.001 0.581%£0.001 0.648%0.002 -
RMS 0.966 0.967 0.967 0.967 0.059
VWD 230 nm R, 0.638£0.002  0.622+0.001  0.694%0.002 -
RMS 1.035 1.034 1.036 1.035 0.108
234 nm R, 0.602£0.003 0.587%0.002 0.654%0.000 —
RMS 0.977 0.976 0.977 0.977 0.072
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#F5 HooOx

H%EE 2

£ B BHEE AEHAIR el ORI 2 BURHAWR 13 1 RSD (%)
Chromatograph C PDA 230 nm R, 0.567%+0.001 0.551£0.001 0.594=%0.001 -
RMS 1.041 1.042 1.045 1.043 0.204
234 nm R, 0.534%+0.002 0.520%£0.002 0.559%0.001 -
RMS 0.980 0.983 0.982 0.982 0.163
VWD 230 nm R, 0.570£0.000  0.555%0.000 0.597%0.000 —
RMS 1.046 1.050 1.049 1.048 0.202
234 nm R, 0.530%£0.001 0.516+0.000 0.555=%0.000 —
RMS 0.974 0.976 0.975 0.975 0.103
Chromatograph D PDA 230 nm R, 0.560+0.002 0.548+0.003 0.588%0.002 -
RMS 1.028 1.036 1.034 1.033 0.390
234 nm R, 0.531£0.002 0.519%0.002 0.556%0.002 -
RMS 0.975 0.982 0.978 0.978 0.340
VWD 230 nm R, 0.571£0.001 0.557%+0.000 0.588%0.002 -
RMS 1.049 1.053 1.051 1.051 0.197
234 nm R, 0.543%£0.000 0.528+0.001 0.567=%0.001 -
RMS 0.996 0.998 0.997 0.997 0.095
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K6 WRETLOY T 2= VALK ANKTAHRY LT ILTF B RO RMS

230 nm 234 nm
P fE 1.034 0.976
TR EE (RSD%) 0.85 0.759
Z K E (RSD%) 1.33 1.16
# 7 'H-QNMR KO RMS IEN BRI L7V A7 T b R EEDOMEE
'H-gNMR RMS &
230 nm 234 nm
Chromatograph A (PDA)  95.07 wt%  96.05 wt% (+0.98%)  95.58 wt% (+0.51%)
Chromatograph B (PDA) 95.09 wt% (+0.02%) 95.80 wt% (+0.73%)
Chromatograph C (PDA)  94.01 wt% 93.92 wt% (—0.09%) 95.29 wt% (+1.28%)

Chromatograph D (PDA)

93.96 wt% (—0.05%)

94.34 wt% (+0.33%)

FEANN D ELAE 12,

3% 8 JP17 feak DUERIE L O RMS 1EI2 XV

"H-qNMR i X 2 #iEfEE DAEEZRL T 5.

vyavl
Chromatograph No. A B
PDA VWD PDA VWD -
JP17 (230 nm) 0.200% 0.199% 0.200% 0.200% 0.200%
RMS 230 nm 0.201% 0.202% 0.202% 0.204% 0.202%
234 nm 0.202% 0.202% 0.201% 0.204%
yawv 2
Chromatograph No. C D
PDA VWD PDA VWD -
JP17 (230 nm) 0.632% 0.632% 0.626% 0.626% 0.629%
RMS 230 nm 0.626% 0.632% 0.626% 0.637% 0.631%
234 nm 0.632% 0.632% 0.626% 0.637%
Y3y 3
Chromatograph No. C D
PDA VWD PDA VWD -
JP17 (230 nm) 0.625% 0.625% 0.619% 0.619% 0.622%
RMS 230 nm 0.625% 0.630% 0.619% 0.630% 0.626%
234 nm 0.630% 0.625% 0.619% 0.630%
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JEA TR R BB (B 5 DL 2R HEEN /e )
BETETRINY O S B e D 7= 8D DM V52 B 2 28
(H29- £ fih-—1#%-007)

R 304FE EET IR o 4 i 3

BEAFIRINGD OO & A R 5y DREIEFFAT 2 BE 3~ 2 WP 58
~ N X AT DR WIE~
ME KA HE IR Bz

H%ﬁ?\ = 5

MRES AN ENEEo 7 X aRk1E, % X80 % (Diospyros kaki THUNB.)
DRFEZERER, FELZLOXY, BFEK=Y /— L THHLTEORZL O, T
EREFS TV H VMK T L, PRl CHon-boThsd. EOFEIITZT IR/ A K
Thb. FEOERT D) EE3ND. AFIETIE, I XFOEOMEBBIERD T DILFEN
FHROERE BRI E1T-o72. 2 E TOREN S, HPLCTHER B — 7 A S h
RWZEPRBINTWNDZ D, HTOoEv—r RO bNTn-T7 % ) — VoI D
WTC, ITAL7u~ NI 7 4 —IZXD0RZEVIRLAATZ. LrL, WTFhoR
HANK L THBMELZFRO T, BTt EWITGE LR h o 72, HA Y O ' H-NMR O H|
ERERN G, X AFITIdtrans-p-coumaric acid 235 £ 5 2 & WNHEE S 41, HPLCIZ K H 4%
i & OEZLE NSRS DOFEEZA LI LZ. —F T, IFOREZEFZTIR /A
FRMERI S = DEANRRESHTWVDTD, TRHOEAEZTHIL THREHF LTV =
2, REFIZONWT 720 AEBEIL (778 7 A4 ROEWRER) KOn-7 4% ) —/L-
WIS (e =2 OEMERBR) 21T-o728 24, WINb ROMIGE RS20
7z. F£7z, BCNMROEFRFHHEIZB N T Y, MM Y v = RSN 7% 2= b
HED Y TN EBORND T2 LD, IXRAEOAZIBFRINMA EICTRHESNT
WHT TR A RRZ = THETHHDOTIERL, ZROHITNMLOBRICE W THE
SNTWDZ LRI .

W, 11E
BEAT SPAE AR ILORSFHRSES R
A. BISEEH)

BEfF RN I o FtaE1x, %
DRENGGELNT, 7T7HR A4 REERkD
ETDbD) Eah, AAaptE LTHOY LR
5. Fiz, TORR -k AREE, %
J X B 5 % (Diospyros kaki THUNB.) O35
BRI, RERELT- DD LD, EFE KT
/=L THIH L THE L2 b O, TR
T U MOKEE TR L, TAIL TRbH

-HbDTHD. FORITITZTTIRIA RTHD.

Tt ERT5 ta3ns ). ZhEThF
BREIZOWVWT, IXFOREIEEND 7 TR
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A KRR = DEAZTFHILT
BABRTIZOWTHRE L T&E 72, i % 2
Doy BERETL AT LV IR L, HPLC CTlXIE
|\ =20 DT7T7 7 ara Bl ENTE
DS, B T I L ST 2 iR T & T A,
FHEM DR B, HHMEDOH HH—7a e —
I E/DHENHBETHD Z ERRBRIN
7o, £ ZTARMFETIE, IFOEEITONT,
SHICHGEPOEEREEET D L%
HEVHET 21T o 72,

B. BFZhE
B-1) &R OHEE

MELE 7225 X FRE (Lot No.
H26K041, A960) I% H AR SN b2 % 18



CUCAFL. sk, BRI 7 L FREA
& L T Diaion HP-20, SEPABEADS SP850 (=
Z1b%), YMC gel ODS-AQ (U A = L —),
Develosil Lop ODS (¥ #f{k %), Cosmosil
75C18-PREP (7 W7 AT A7), 1T L7 nm
~ K C18 75A (GL % A4 = » &),
CHROMATOREX ODS (& VU v 71{b5)
W, EOMEBIRIT T N TR E 72 13E
Wik~ 7T 7 4 —HEEH L.

B-2) B Kk OHIE &4

WifH HPLC %, 2R SPD-20A, K> 7"
LC-20AT (& A/EFT), % 7 A L-column
ODSL-CI8 (5pum,$2.1x150 mm) ({L2EH'E
FEAMAFZERERE) , EE: 0.2 mL/min, HIEW &
280nm, 7 ALIRE:40°C, BEH:0.01M Y
CEAREENR : 7 h= R UL (85:15) &M
L7z.

NMR %, Bruker AVANCES00 (7 /L7 — -
NA FAE ) ("TH-NMR : 500MHz, *C-NMR:
126 MHz) #fEif L7-.

UV |Z, Shimadzu UVmini-1240 (&HL/E
At & LT

B-3) srHErEEL

71 R (47 g) A KICHIR S E7-1%,
Kefis = /L (EtOAc), n-7 % / —/L (BuOH)

(4 3L) CHEK 3ECL L, EtOAc 471 (129.4
mg), n-BuOH 77E¥) (773.6mg), /K45TE4Y)

(4538 g) #157-. =D 5B, n-BuOH 43
¥ (703.6mg) (IZOWTC, FFEALT LI o~
NTT T 4K D o, R A Tz,

n-BuOH 7% (703.6 mg) (ZDOW\TC, £fkx
DO FEHEHA] (YMC gel ODS-AQ, SEPABEADS
SP850, Develosil Lop ODS, Cosmosil 75C18-
PREP, CHROMATOREX ODS, # 7 A7 o<
KN CI875A) #fEHLCH T Lru~ 7T
T4 — B0 IR AT, B2 b A A
HEET A2 ZED o Boni=777
ar®d9H b, n-BuOH FEIY % YMC gel
ODS-AQ W7 Lrvma~ 777 4—I2LD
(CINN (VR el G B | S S S
CHROMATOREX ODS 1 7 LA/ v~ ~J' 5

74 —IZAPL, SE A (0.5 mg) EIGTC.
ARIYHEIZONT, 'H-NMR JIEDOFER, 1]
BDER ST, FHERBEIS trans-p-
coumaric acid (Zxf I D > 7 F IV RIS S
7728, HPLCIZ X D455 & OE K %
1T T8GR, [RE53121E trans-p-coumaric acid
INEEND Z LRI NT.

'H-NMR (500 MHz, D,O+CD;OD (2:1) ) §
7.48 (2H, J=7.5 MHz, H-2, 6), 7.31 (1H, J=15
MHz, H-8), 6.86 (2H, J=7.5 MHz, H-3, 5), 6.34
(1H, d, J=15 MHz, H-7).

B-4) 71 X AR DHHT
(1) 7% ) —)-tGmE s

71 %432 n-BuOH L HEfE (19:1) DORA
iR % 1 mL Az, 90°C T 2 ReRI N A AT\,
B SONERORLAsEK (600~750 nm) fF
T O % el L7z,
(2)~ 7 %7 N-BREROG

B ¥ AFEKEE (Img/mL) (I~ 7 %20
LUR LR BNz, AoEbE
L.

C. BREVUEBLE

C-1) ST BERER

HPLC THTDOE—7 RN@ED LN F
.32 D n-BuOH 73 B DOWT, flix D7
Ly va~ NI T 7 4 —IZ 8557 BErs R A i
DI LRI TR, WTNOFEANI S L TH
B ZFEOT, H—7{bEMITSE b7
o7, LoaL, HA YO "H-NMR O I E#E
NG, I X683 121X trans-p-coumaric acid 23
EEND Z EPHEE ST, HPLCIZ L B,
& OEEL D B [FLE Y DAFIEZ B )
L7z (K1),

C-2) NMR HIE

AXOREIITMEEI Y =7 TR
JA ROEERMOLNTNDTZH Y, Kak
DR E LTENS OFEEHERT D
HEYC, I X aFEHEKRONMR JIEEIT- 7.
'H-NMR ZHIE U7ofE R, el Lo 265k
WZITAE R & = TR 8 e A RO B
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BRICHIRT 5 S & GEE (K 6~8ppm) D7

0— R s 7 F LR S AR 7= (72).

S 512 PC-NMR #IE LA, ey
VB IRy oy VB S
otz (K3). LoT, L= FaFEIC
A =T FEICERL TR L
DIRIE S 7.

C-3) BRI

NMR HIEDFERN S, B AFIITHEES
By = DEENEICHRD LN &
DRI, £Z T, ey =2 DfF
EZMRT 2 BT, figally v = 0EN

RRTHD n-7 % ) — )VHBRISEITo T2

ZORER, WX ORITIARBRTIIAALES
+, EEERIEIC BV T S 600~750 nm {3
WL S o7 (M 4).

S BT, BEfFIRIN 4 BBV Tl X a
XX ORENH/EONTZT7 TR A K&

TS ETHHLDOE W) LR ENTWA.

ZDI, 77K A ROEMKISHBR TH
L TR T LNBIRESOS ATV, X B3R
HDT7 TR A ROEHITONTHERZIT
ST, TORER, WX OBIIARR CREOE
BOT, TTR A R EAEFELRWD
ZENRENTE (K5).

D. f&wm

BEAFESINID /7 X AR ICONWT, BT Lo a
~ NTT T 4 —IC LD R AR IR L
Fhw L2y, WO FREAZHNTE, H
—MbEWIIHE Lo, LnL, B
Li=7F7varnt, BxAEIZIE rans-
p-coumaric acid N FFEINLD T & DRI,
HPLC (T X B 5 & O g h & R &9 o
FEEZHA LN Lz, AR ONT, n-7
& ) —)VIRBRIG, ~ 7R T N HERE RO
R LR, Wi s 2RISR IR
Motz FT-HE ONBPC-NMRBIE 21T - T fi
R, 7IR A R = ko
TFMITE AL EBIEINT, Thpzx b
X AR ORNE IR 4 I Fidk S
TWD7 IR /A RTEHZRL BoEmT

BD I ENRBEI NI, X EAKDOEAIL,
TIBEFEZ K> THERLIEAT /4P
YOHREELEZDND, Sk, TOXREE
HOENZTD72DD I B 5 MetN BT
o,

E. ZEZ3W

1) BEABETRE 120 5 (1996) “BEAFERN
Wi " K844 H 16 H.

2) SDBSWeb. National Institute of Advanced
Industrial
http://sdbs.db.asist.go.jp

3) WHEHRBWR EAREE B B
5 2007, p.203.

4) Ito H, Kobayashi E, Takamatsu Y, Li S-H,
Hatano T, Sakagami H, Kusawa K, Satoh K,
Sugita D, Shimura S, Itoh Y, Yoshida T
(2000)  Polyphenols

Jjaponica and their cytotoxicity against

Science and  Technology.

from Eriobotrya

human oral tumor cell lines. Chem Pharm
Bull 48: 687-693.

F. WFsuEE
1. FERE
L

2. imCFEER
L

G. A PEEHED HEE. BRERM
L
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5,0 | NS | ISR | S | DAP T N AL I L L WL

7.5 7.0 6.5 6.0 55 5.0 a5 4.0 35 3.0 25 2.0 1.5 1.0 ppm

1. B AFEHKOSHEY A D 'H-.NMR 27 kL (500 MHz, D,O+CD;0D (2:1))

__________________

2. L7 FEBFED 'H-NMR A7 k)L (500 MHz, DO+ acetone-ds (2:1) )
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3. fER L7 F0FE (a) EMEAE Y =5y (B]) (b) D BC-NMR A7 R LDtk
#% (126 MHz, D,O +acetone-ds (2:1) )
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! : o
0 40 60 800 20

Wavelength [nm] Wavelength [nm]

4. (a) B ¥ AFKEKR (BUSED E(b) 7 H ) — VGRS DRI AT N L

(OREZESING:-1: 1 (@2B:1: QA*xEFRKAER

4 5. BxRAFEO~Y T XU LG
O~72vvL YRy R LR GE) Nk, @R E) Rk, @ 1xa
SRR
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JEATTBR AR e (B DL R HEEDT TR H3E)
BEAFIRIN O S B RER O 7= D O R FVEIZ B3 2 WF 58

(H29-£ ih-—

5%-007)

TR 04F EEMTFE Sy R

WHIESTHHERE « BEAFUINY) & A R oy OREERENT (2 BE 3 5 5
ANE= T AR O RKST BUS O RRES

WroesyE b b i

SATEEREIFER MR

T2 tED D Z L LD,

MEEE =1 EMFE (Carthamus Yellow) 1%, ~=,3F (Carthamus tinctorius Linne)

DIEMBELNTZbD L ERINTND. RN T EHAEDOR S HK ZWIET 572012, £
IR A S L 7. 2 OFE SR, MR INGERds K OVKER (LT R Y o AFRIRIC K D D2
RIZBI L C, B L L CEA LTz, BITEOHISHER T, aMEE s v~ ~ 77
74— &0 E STV D, BRI S LT R, & 2 C,HPLC & W T
RO EAT 2 it L7=. HPLCOFER L 0, R xFEaiRf 2o r—r nitish, 7
OIVABLIOH 7 I UBTHL I EAMSICEVRIESNT-. LoLans, hvr I v
ABLUOY 78I VBOATIEHEAOEMBARE L TWDHD, FEAITORA KA
LTZm 72 ENRB 2 bl & 2 C, BEEMFEAIZ VW@ s v~ N7 77 ¢ —
IZE DM EAT S TR, REOFEQRSNBE SN, SBIIKEBN ARG L, Ky

A BFREEH

R =N FH A3 (Carthamus Yellow) (3, =3
7+ (Carthamus tinctorius Linne) DAEN B 5
bDTHDEERITOLNTND D R=N
FIEED A OYEL, B b (04D 0%
R LTHOWOBNTWD. £, A KIHE (=
UA)] THoH, MKOEERZUE L, MEFr
BOBRBIZHENR DD EHMESNTND 2. &
B, FITDFSCTIE, Chen HIZ LV, _R=/,3F
HEENAT I VEALLERD S, EH
ERLPFFSINTND Y. 2, "= F O ERL
SEH 7 I —A = —FHoHr7e3I A (SF-A)
BXOH7eIB (SF-B) THD (Figl)
eI ABLOYTr IV BIldM/EDOK
T, RS LR RENHRE I TEBY
YD OREREMER Y & L TCHER STV 5. BUE, X=
NHEAFZOMRRRIL, BEgro~ 777
S —REMIZEVFiSTWD. ZRET, ¢
MTam S TR=NF B AR OMIIT I N TE
DOBLN, ERSTHLHIT 7RI ABID
H7r I BOEESNITINETHD. ZOH

M, T b OFEEHEELDAFERAETH
HIeHOTHDH. PRI, ZILETIIN="F 5
HEtL-V 7l ABIOY 7l B %
HOWTEEINTWD. £z, 7l AR
FOB I, AR HEEEZRLTRY, =N
FTHEAEREETLIEEEHSICER ST E L
TRl L#EER. 2 2 C, AWF2ECIEL, 9 HPLC
AW AR= AR FEHOAEDOMNTEIT, D
%, mdits v~ b2 74— (HSCCC) %
HAWCiifraEw 52t L L. 2Ricnz,
NReRNFEAENLT 7 I A BLOY 7
o3 B & HEPRER L, B YL N R
T & 5 0%t £ LR R $X (Relative Molar
Sensitivity, RMS)IC L 5> > 7Y 77 L A
HPLC E&EZ#FT 5 Z & & L7z HSCCC I%
[ E FE A 2 OIS, AR B K D (bE Y
FHBEOERIT 2 FIETH D, ATIETEE £E
MEDHEERZZ T TICEST L ENT
X B0, RN FEHAFR T Oy E RS
HIEMTED. W2, R=NNTHEMOEE
HSCCC T £V plior s 247w, ks iEt 2+ %
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kL LT

B. A5 51
NRENFEAERIE, ZRET 7T T A
72 EDOENTAFARER B O Z HW .
BFRE . A N7 —H METTLER ML303/52
HPLC #&& : Eat®/Epr -8 LC-20AD/SIL-
20AC/CBM-20A/SPD-M20A/CTO-10AS 3 A T
IN
MS @& . Xevo TQD
HSCCC #:i& : 7 U 4T H Easy-Prep CCC
(multi-layer coil planet centrifuge), GL H 1 =2 &
8 PU714M LC/UV702/SC762/PLC761 ¥ AT
UN

fife Rkl D

(1) REOFRES, i 100 1THHE LTl g
WCHY T EA2 L0, 7o U BRIEEIK
(pH5.0)100 mL Z I 2 TEH LIZiklE, ¥
Z 2L, IR 400~408 nm [ ZAR KWK 23 &
5.

() (HDIIZAKERALT ~ U w7 LK (1-25) %
MZTTAB VT D L&, ROMAIE, 72
WEW BT

N NFEFEO LC SR T - REGEEHTAK
/A B — ViRt (50/50, V/V) IZ X VRS L7-.
BEFEIZI, 0.1% BRI (A) /0.1%F M A
%) —)v(B) ZERHL, /7Yy ML 20
SO A AT > T
717 A TSKgel ODS-100Z column (4.6x150 mm,
3um, R —4EAY)

717 NREE  40°C
i : 1.0 mL/min
I 200-500 nm (FE & : 405 nm)

HEAE 10uL
BEIH : 0.1% FEEKIEHR (A) /0.1%FEE A Z
—/ (B)

75 N A/B :87/13 (0min) —50/50
(15 min) —10/90 (15.01 min) —10/90 (17.5 min)
—87/13 (17.51 min) —87/13 (20 min)

MS HE&E - HESMHT, = v v AT L— A F

Atk (ESI: NPT 4 7E—F) TiTo7-.
Capillary voltage : 2.0 kV

Extractor voltage : 3V

RF lens voltage : 2.5V

Source temperature : 150°C

Desolvation temperature : 400°C
Cone/desolvation gas flows : 50/800 L/h

MS scan ranges : m/z 200-1200

R F A FED HSCCC DAYBEIHT « kF43
Bha Bl LRSI (50/50,V/V) IZH
fig U=, THRIREBERIL, n-T X — VKRR
(50/50, V/V)%& =, SrBEERIE, Type-J =21 /v
AV, LA E— R4 1000rpm & L7z, £72,
A NVEEE, 350mL TH Y, EEMHICE, E
J& % L. BEHIZIZ FE2 W, it 2.0
mL/min T&HE L7-.

C. BF5efE R

NN A F A ENTHLE L CTO DI
A#EEZ T, 8 4 IREEFEINY B RO
flesB iR A J4hE U 7. ik 2 i L, SR & 920
L7, B EEHEIC TR D Z L 3R C
=7z,

(1) HEADOBEEZRL, HEEEDIZBWT,
400~408 nm 1T TOWRIAR KK K % Lz

(Fig.2) .

2) FWiEnwaEottEar L, 7TV VLD
AR EALDOHBNITFRE CH -7 (Fig.3) .

F1, B ORF AT ol A% ) — 0, Tk
F=h U ALEBIOKEHNT, RS HEAHR
PRI LUT-fER, A X ) — TR =L
VIR, KOG LTz, £ 2T, A& )
—/u7K (50/50, V/IV) IRIEE7IET7E =1V
SV (50/50, V/IV) TRIR & fit L 7o fs 3, Wi
HIAfR L=, @212, 7' b=k Uk (50/50,
VIV) IRIREFRKE L THWS Z & & LT

WIZ, N=/NF A FED HPLC BTz
WTHET L=, 3%, ODS 7 A DOWF&21T
Sl WY —#HBoOR CRHESLESITH D
TSKgel ODS-100V 3 X U8 TSKgel ODS-100Z %
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AW, BB — 27 IR & ik L7z, 2 OfE R
DHPLC 7 v~ h 7T L% Figd IR L7z @R
2, BREFIRR RO B — 7 FRRIT W bW IS
EDS TR, K0 7T 4 X (SIN) 23
B 473 TSKgel ODS-100Z % VW5 Z & & L7-.

WNT, BEIFSGE 2 G L. BER V5255
2 LC, BRI LB ol L
BH7m I AlZ4Tmin, 72 Blig4s
min [ZFRHT 5 Z £ A TE 72 (Fig.s). X 512, MS
7ua~< NI ABINMS AT MUIZED,
WIS BRI OHEEE T D Z L DBEMT
=7z (Fig.6) .

HPLC 2LV H7ueIr ABLOY 7
B ORI & R N ENE T L, &
72 TARIRIEER B R L7z, £ OFER % Table 1
W, FORER, n-7 F ) — VK K
(50/50,v/v) &£ H U 7= Ml o> “FRTA SR 1357 Bl AR
BN 1 X0 K& <, HSCCC TD B4 7257 EfE
NEFENZ2WNT=D, AENIERS LTz,

RN F AR IIBER V23T, HSCCC 12
X 2 WA ERE LT, 7ok, EEA ORERRIT
76% T Y, oHTHEREIE 450 43 T& - 7-. HSCCC
Dra~ 7T N%E Fig. TIORT. rrIy
ABIOY 78I BidnTitsh HPLC X° MS
INT LV RIETEZN, REOEMAKSN 7 1
Y MR E T, RO B s EOR AR L
ALTEY, EET2HAHSEEILND.
L L722A 5, HPLC & iToChELHE
— 73BT, SRIOMETIERET D Z
EINTE o,

D. B

AWFFETIE, X=/3F 2 A3 (Carthamus Yellow)
X, =/ (Carthamus tinctorius Linne) D{E7H>
LELNTZLDOTH D, N= N HE R TR
RETHR ERA REMICFIH SN TV DA,
Bt 72 BRI ELUE STV e, S 612,
FEPEM T L ICAB RS DR DN H
5728, EINHEIE M I TR ks 2 ERk 3
HIZERKRDLINTWS, & 2T, AFIETII,
ATFARE72 RN =N T HEaFOMRIT 21772 > 7.

F 97, MR ER I BV, W Lo BN
N TH - 7. RIZ, "= " FH 3% HPLC
&0 ARl & FEhE LT, & OSSR, R 2
AKOE—7 NBE SN, 51T MS i
0, BT7uI L ABLOYTT7EI B THD
EHEE SN, LU G, i)y & MESEIZ[RIE
T 5728, HSCCC % FT, 34y O HEEk;
WEmpl Lz, By 7l ABLIOY 7
03y BAHEETSZENTEER, Kok
B LEETHZ LN TE . A5%IL, FORKE
SIRHT S E D, A HRE OVER A~ ET L T <
FETHD.

AFER L0, BRI R =R Oy
HMRICEL T, ElaEr7e I ABLIW
7 I BTHD. LnL7enb, HPLC Tl
B S AU M D B A SR A S O FTREME B AR IR
Sz, Wz 12, HPLC 3 L OV HSCCC % HW T,
NR=NFHEROFES OB N LETH
HEEBEZLND.

F. PR R

1. G S F

1) Takahashi M., Nishizaki Y., Sugimoto N., Sato K.,
Inoue K: J. Chromatogr. A. 1555, 45-52 (2018).

2) Takahashi M, Nishizaki Y, Morimoto K, Sugimoto
N, Sato K, Inoue K: Sep. Sci. Plus. 1, 498-505
(2018).

2. FERREE

1) mfEASK, VIR HE =, EAE T, AT, TS
B R AR, AT, 2 B — : Single
Reference HPLC{EIZ L BB E—/L, %
v,z Iy, v E Y CO—F oL
DOIEE. AARBEMEFTFRE 24 Bk - F
MFR22(2018.5)(R).

2) mEREAK, PEIRTIE =, A2 A B, VIR B - A
T, R RS, R i v
NY 757 LA HPLC IEIC L A~ 7
VA D X E BIE OB & R,
78 [T b F 3w (2018.5) (F-EB ).

3) AR, PEIRTIE =, A2 AR AR, 1 FRRIEL 1, A3 Bft
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WA, M, ST, 2 Big— SR
M OREREZ RIELIZ 70 ) 77
L v A HPLC ERIEOBFE. H AR WA
23T A X A 7R 2% (2018.5) (K ).

4) Takahashi M, Nishizaki Y, Sugimoto N, Sato K,
Inoue K: Single-reference HPLC analysis for
natural components based on relative molar
sensitivity. PITTCON 2019 (2019.3)
(Philadelphia).

G. R EHED HHRE, BRI
Friz7p L

H. RIS
BriZ7a L
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L. & 3R

1) a) HARMEIDHE 5 5 4 IWBEFIRIN
B R, b) %6 9 iR M TSI A EE.

2) LiY, Piao D, Zhang H, Kim T, Lee SH, Chang
HW, Woo MH, Son JK.; Arch Pharm Res. 38,
776-784 (2015).

3) ChenY.S, Lee S.M, Lin C.C, Liu C.Y, Wu M.C,
Shi W.L, J. Biosci. Bioeng., 115,242-245 (2013).

4) Nie, PH., L. Zhang, W.H. Zhang, W.F. Rong,
J.M.Zhi.; J. Ethnopharmacology. 139, 746-750
(2012).

5) Inoue K, Nomura C, Mizuno Y, Yoshimi Y,
Tsutsumiuchi K, Hino T, Oka H.; J. Lig.
Chromatogr. Relat. Technol. 31, 1047-1059
(2008).
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mAU

N

E 403
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T L —
200 400 nm

Fig. 2 N= 3 F R OIS AR A~ 7 b

)]

NaOH s Ingi]

Fig. 3 N=/"\F A HE DM R
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mAU

4.7 TSKgelODS-100Z3 um

290 nm
SF-B
‘/S/N 22.1

SF-A
S/N 29.5

1.0 50 10.0 min

mAU

E SE-A 4.6 TSKgel ODS-100Z5 um
3 - 290 nm
10_5 S/N 40.5 SF-B

] .~ SIN26.3
1

Fig. 4 N=FHEAFED T T LG
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mAU

10.07 405 nm
5.0 1
0.0 15.0 min
Fig.5 RN FHAFEDO HPLC 7 u~ 7 J A
613.3 1.89e6
m/z613.5
100 SF-A %4 g 3 2405
°\° = = 500 . 1000 nv:
N | . LJM‘“—MM“-‘.LLAMI TN RN TN T .
0 5.00 10.00 15.00 20.00 Time
1045.4
8.3 [ 1.10e®
100 SF-B m/z1045.5
\ 2.22eb
=2
......uL?mlgu L wooL .

5.00 10.00 15.00 20.00 Time

Fig. 6 X=N\TFTHAFEDOMS 7 8~ 7T LB LUMS A7 [ L
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FIA Response (405 nm)
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L}

REDEBRES

d
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d

100 200 . 300
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'AITIC$ E T F T T i
B D

Fig. 7 X=/F £ D HSCCC 7 v~ k7T A
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Table 1 7 I ABLOY 71 2 BOAOEUERE

e SEES
—*E/ﬁyi% SE-A SE-B
n-T 8 ) —ILIKER NA 004 | 030
0.5%TFA 5/5 1.05 5.03
0.5% FA 0.33 2.51
t-TFILAFILI—TILIn-TZ /) —)L NA 2/2/1/5 0.02 0.11

/7t b= R ILIKER 0.5%TFA 2/2/1/5/  0.35 1.52

0.5%FA 2/2/1/5 0.20 1.29
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JEATTBR AR e (B DL R HEEDT TR H3E)
BEAFIRIN O S B RER O 7= D O R FVEIZ B3 2 WF 58

(H29-& fh-—

5%-007)

TR 04F EEMTFE Sy R

WHIESTHHERE « BEAFUINY) & A R oy OREERENT (2 BE 3 5 5
F v Jh W D Oy RS D KRS

WroesyE b b i

SATEEREIFER MR

SR RSS2 L L L.

HRREES AT B EHRICIE, F v (Tea Extract) MU SN T 5D. &
L, AT X UFE INTWDD, MERHERZR & T, WOLEE (540nm) 2 HWT, BT
FUHORBZTEBL TS, LLAENRD, b7 X U BIISHEEH V , 215 ORI
FBUE STV, £ 2T, RFFETIE, Fr oy 2z L, TS < L
9, F v HiH®Ic BT, HPLC-UV-FLO &2 i L7=. &
T VHESTREA O AT S A Wt L, B ENAR 1320.1% K ERKIRIT/0.1% K lE A & ) — L M i C
Hotz. 728, UVIE280 nm, FLIZFMEL I K280 nmEB L OVE HEIEE310 nmic CTE=X# U 7 L
2. ZORER, Ha sk, h Ty, e hubhTrx oL — N AAaehTrd oL —
M, TEADTFHL— FRUVBRHER IS TR SN £, BT R BRI ED T X 0
FLRHERIC CHER SN, TOFT, 2T 7 F o Nk bEWEARERL, 103 ppmT
bl A% T X VHEOMMENVEREGRREEH L TV PETHS.

A BFREEH
F v Y (TeaExtract) 1L, 2 4 MUEEFIRN
WHE ERBICBWNT, YRR TF v (Camellia
sinensis O. Kze.) OIEI V| |IERE, 1RSI EN
g, 7K, B KRR, Gk X ) —)b, =X ) —)L,
ERAB )=, T N BT LY
YUk ETHELEZbOE G
DEFERINTND V. BEF RN 4 I Y
A N TIE, BB RBh IR A, BGERAI S LT S
THE Y, AKEMN T, BRI TSP 2 i A
<EMICHWLNTWD. F Y fEWIE, AED
RLBRFEEIC L 0, RO 2137 —a v
KEZITU—1 AR O O HEY I/ HH
END V. LnLens, ZndoBRae X 5]
FEFREINTELT, 17 F U ERHS
NTCWDL. BT HID T, 28T F%
A B TIXREEIC § ENFELTND
(Fig.1) . 703, E/E®miE T, WOLEE (540
nm) W T T X O EEEFENT 55k
ZEHALTWS DV T BT HER bER 2
58 <, BEIEAVER, FLAEVER & 72 13 buhE IR w72 &
Bx IR RN ST g 7Y

IO, FrE R AOBEER TN TH
AT X ARFHAHIN, FEESINTHWD. LL
RN, T X DT v i OB TR
BT, JHH GRS L0, B
RBipptsbhTnd, ZhETOIT X8
DT ITERL, MRk s v~ 7T 7 4 —
(HPLC) , ¥ v v 7 U —EXukE), #E s o~
NTT 74—l ENETF oD Y. Lol BEfF
W T ¥ it et b L& 07X 58
DT FHIEIIRIZAFE L TRV, £ 2T, F
¥ I BT D& A RS OfENTI L O
TXUHEOEREEMRBTH L E LT

B. BF 51
FrfHwix, 2R 77T AR O
D% Hu Tz,
B RFE . A 7 —% METTLER ML303/52
C @& : &% /Efr 4 ® LC-20AD/SIL-
20AC/CBM-20A/SPD-M20A/CTO-10AS A 7
I

717 % : (+) -Catechin Hydrate, B 5Ll fE 8L
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C0705

T BT (-) -Epicatechin, HAULATHL
E1226

v 17 % (-) -Gallocatechin, R4 =
ZFEHL NH021202

TV T ¥ (-) -Epigallocatechin, HAL
et E1084

717 % 7 b— b (-) -Catechin gallate, &R
A = A4EHEL NH21302

T B AT x 2 L— b (-) -Epicatechin gallate,
FObR S, E0890

v J17 % L— |k (-) -Gallocatechin gallate
FRY A = 248 NH021402

T v H a7 x> . (-) -Epigallocatechin Gallate
Hydrate B EULEAHEL, E0694

ffesB iR (BEAAIRINM B LK) - F v i 0.1
g % 50%T % /—)L 10 mL IZIEN L, Z DRI
WAL —8kRTE (1—50) 2~3 ez b &
X, R~ BRI R T AR LT,

T {4 O LC BT « b GaBHIK/ A #
J —IVIRIR (50/50, V/V) ICX iRl B
EARIZIE, 0.1% TR (A) /0.1% KA Z
J—)v (B) L, A/B:8020 %/ 7Y~
Y MTEY, 30O EIT o 7.

717 A TSKgel ODS-100Z column (4.6x150 mm,

5um, MY —fhEd)

717 LNRFE  40°C

Wil ;1.0 mL/min

B 200-500 nm (E £ : 280 nm)

AR 10Ul

BEIFE : 0.1% FEEKIEHK (A) /0.1%FFEA %/

—/L (B)

7T Vm s MR T A/B 2 80/20 (0min) —60/40
(30 min) —5/95 (30.1 min) —5/95 (35 min)

—80/20 (35.1 min) —80/20 (40 min)

C. BF5eiE R

FJ, A THW =T v IOV 4
FREEAF AN B 3= 1% D e a5 Bk & it L 7.
ZOFERIT Fig2 IR L7z B0, Wb BfE

O HEHRKICHE A Z &2 L7z,

BT F CFHOHERE Figl (IR L. BT %
VEISBERE O A RO E BB IO
L1, AR LC 2B D00kt 2 et L,
BEFE % 0.1% FEEKIER/0.1% XA 2 ) — /b
ERWDZ L E L 2k, W oxtgae &
AL )= )T L, A X ) — VIKEK

(50/50,V/V) THIRTHZ & & LTz,

WIZ, WHR LC A 7 L& BE LT, Y —t
o TSKgel ODS-100V £ L Y TSKgel ODS-
100Z \ZCE AT X %D HPLC 7 v~ ~ 77
L% Fig3 IR L, DRl B — 27 IR & Lk U 7.
ZOFER, v— 7 AR L TIEWF oo
N7 ALHBIFEALERETH-TN, BEC & EGCg
DEEEWHBIE SN, 20k, B 5BE)
FHOMBIZEWT Y, 2O REETH -7
7=, TSKgel ODS-100Z Z #7177 Lk LT
IR L7

K HT F CHOERSRBICC BT S
W AR K = 2 i, £ OWINA X7 MLV
Figd |Z/R L7z, ZOREE, Wit d 280 nm i
TR KL (T %2 hnax =268 1m, 7 7
UL —bF Aax=277 nm, TEDTFL =
278 nm, TN T XU T L — N hnax=276 nm, 7
BT FX Aax=268 nm, T T F 2 HL—
b Amax =273 nm, =N 2 77 F 2 hnax =279 nm,
TEHEHT RN — b Ax=273 nm) V81
BZIns-.

W} 2T, A% OEEMIIZBW T, mHRE A
280mm (952 L L. ok, BERE D, I T
FUBLRE D TR NTHEE R TILED
TH Y, i E Ex & 280 nm, # K Em %
310 nm & ERIE L, AN & 2 a0k
WEEZRNTE=F Y 7 LI

INETOGHEHETTRUE LT X8
DHPLC 7 v~ 7T L% Fig5 lZR LTz £D
R, Wb 25 S UNICRAF 72— 27 2155
T EMTE . Ipd, OB D HPLC 7
B N7 7 AHZBNWTCHATF BRI Y
NT XD — 7 PR S Tz, R 5112
BT, ikt R AER L, MR (LOD)
BILOEERR (LOQ) k7= (Fig.6 I3 LW
Fig.7) . ZOFER, 17 %> (LOD : 0.50 pg/mL,
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LOQ=1.0 pyg/mL) , #7F L —hF (LOD :
0.15 ug/mL, LOQ=0.30 ug/mL) , =& 7 %>
(LOD : 0.50 pg/mL, LOQ=1.0 ug/mL) , =%
7% 77—k (LOD : 0.15 ug/mL, LOQ=0.30
pug/mL) , A 717 % (LOD : 1.0 pg/mL, LOQ
=20 pg/mL) , FahrxHL—k (LOD:
0.15 ug/mL, LOQ=0.30 pg/mL) , =& H 1 I 7 %
> (LOD : 0.50 pg/mL, LOQ=1.0 pg/mL) , Tt
v di7x7b— 1k (LOD : 0.15 pg/mL, LOQ
=0.30 pg/mL) TH o 72 Wb, M i
O (LOQ~10 pg/mL) 128\ C, FHEIRE
0.996 LA EDEHEDTG B ALz,
REEEZHNT, Ttttz A% ) — LT
10 {54 L 72 3UBHE#E & HPLC Z3#T L72. £ D
HPLC 7 v~ K7 J L% Fig8 /R Lz, 7283, it
MRERIEEZRAWCEI TV HEER LT
MR e Trxr (46mgkg) , e AahT
oA L—bF (103mgkg) , =t 7x> (0.9
mg/kg) , Ta i 7x AL — b (0.5mgkg) , =
AT X b — b (25mgkg) T v Y
ICAFELTWD Z LD L7z, 2 2T, #4407
B TIEF v T o T B X
R DT F 3 (LOQLLT) Thoio
D, ENICETIEI T (22mgkg) , TN
Tx 2 (99mgkg) MR LIZ. W2, BT F
VEBLBLZEL T XL T, A K
JEETZT TR, #OEE b RIRFICE=42 1 &~
TIHZEE L.

D. B
ARFZETIL, Fr IR T 207 F V8
DERMNTE L OE RS & I L. S,
ST SR 2 it L7 R, W LC IS T, BEH
1% 0.1% FEKIENR0N%XEEA X ) —)v, 11T
2% TSKgel ODS-100Z £ L 7=, AHsF &
N, 8FEDAT X JHE T HZ LN TE, F
¥ I BN T, A AT TIE T =
NTxR, AR THR A L— N, A
FXU,HaATFHRUHAL— N ZEHTF
AL— K EERETEITIF B ED
TXUEERETDHIENTE RIS, T
AT F N1TE < DR GEEHT
BALTEY, TN ZEONEIC LY, mE

BEIZEETHZENAEETHDL EEZLND
PLEX Y, RKOWiEIIEA 2BRIGHT S Z
EMTEDHEWVWZD.

E. ¥

AFER I, BT F P 8 FH 2 it DO i i
T 5 2 EMTE 72 BUTE, Ty iy
TXUDOMRBEEERELTWDN, BT XD
MR IT RGO A — D — TR TN D, W
2N, ROHTEICES S HBROBEN RO Hi
5.

F. PR

1. G SCFEF

1) Takahashi, M., Nishizaki, Y., Sugimoto, N., Sato,
K., Inoue, K. ; J. Chromatogr. A. 1555, 45-52, (2018)
2) Takahashi, M., Nishizaki, Y., Morimoto, K.,
Sugimoto, N., Sato, K., Inoue, K ; Sep. Sci. Plus.
1,498-505, (2018)

2. FRIER
1) EAEASK, PRIRKE =, AE -, AT, 5
B RN R, AR T, 2 B — : Single
Reference HPLC £ LAV — L, I )
TERF I, BV EY CO—FONIEDOHE
HARE PR 24 BRI R S CGROR
HILHIX) (2018.5)
2) AR, PHIRTIHE =, AZASTELAS, Ve e 1, P
WA, TEE, ST, e biE— v o
Y77 L AHPLCIEIL L DA~ U 7D
RSP L E Bk D BA%E & &AhG ] 56 78 mlor AT
feFatime (IR RAEE ) (2018.5)
3) EAEAK, PHIRFHE =, AZASIELAS, Ve RRIE 1, A Bf
R, PR, FEERAST, iz Big— - BRI
MORBKBRELZRE LY I ) 77 Ly
A HPLC ERIEDBIE HARMEESS I
X ghims ORP)  (2018.3)
4) Miki Takahashi, Yuzo Nishizaki, Naoki Sugimoto,
Kyoko Sato, Koichi Inoue : Single-reference HPLC
analysis for natural components based on relative
molar sensitivity PITTCON 2019 (Philadelphia)
(2019.3)
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G. B EMED HHRE, BRI
FrizZp L

H. RIS
BriZ7a L

L &R

1) HARMISINDTEZ ; 5 4 RN A
Btk Rk 2048 10 H 13 ASEAT

2) Yang, C. S., Maliakal, P., & Meng, X.; Annu Rev
Pharmacol. Toxicol. 16, 6477-6483. (2005)

3) Cheng, T. O.; Am J Cardiol.91, 1290-1291. (2003)
4) M.S. El-Shahawi., A. Hamza, S.O. Bahaffi, A.A.
Al-Sibaai, T.N. Abduljabbar; Food Chem. 134,
2268-2275.(2012)
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mAU

7 290 nm

11.

51 0DsS-1002 5 ym (Y —4t®) ECCO
15.0
] 7.7 53(?4
: 3.8 7&
oo  so " 400 o 200

min

5 ODS 100V 3 pm(FY—4t &)

4290 nm EC- EGCg

a7

Oé‘—\/rt\/\__._/\

oolllllllllsl.o”'I '

Fig3 &0 7 HMZB T H AT X O HPLC 7 2~ N7 7 L
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1007
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500 " nm
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1503
100

507

EC

TA00 T T nm

1504205

100

50

150

100

a0

GC

500 C o m

3001195
250
200;
150;
1003

50]

500 nm

250
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5 O- /
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100

7.4 13.0 Ex:280nm
C EC Em:310nm

3.6 6.8

00

T

5.0 10.0 150 200 min

Fig.5 17 % VO HPLC 7 v~ 7 T L
b SRSV TR EE (280 nm)
SOCEEE (U E 280 nm. H2 G E 310 nm)
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k! |
u-w- C 150000
wo0e] 125000
] 100000
20000 50000-]
FEES{%%r - 1.000 . AR {2 1.000
A U S = o 25 50 15 M@
ik -
5-3-3-3-3—5 EC 5-3-3-3-3—: ECg
5'3':"1"3_; 25000
4-3-3-3-3—2 so0000]
s-a-:u-:u-u—f s00-]
20000} 50000
_— A7 : 15556.3
10000-] fE=:6162.33| = 12 w
A/t 1.000 bt JERIRECT.000
oo 25 5o 75 mE ' ) ! - =
‘%Eiﬂ =
> ] GC * 225000
2500 200000
ot
— 25000
: 100000
2500 tE=-1536.34 :jjj fa=:23528.9
1/ EEE%.0.996) ¢ FEEEZ:1.000
00 25 50 75 s 00 25 50 75 o
'ECG -
’/ --:u-u-a-;n—f ECGg
s-u-u-u—: / 000
#07] /:ﬁ% 202440 23] {E=%:11266.0
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Fig.6 &7 7 % L HHOM &R (UV)

106/158



ik
17500000

15000000;
12500000%
10000000;
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2500000—; FHEFEZR 1.000
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15 FriHE % 0.01 mg/mL
280 nm
50]
. 3.3 134 156 19.0
0.0 5.0 10.0 15.0 20.0 25.0 min
mAU
E 190 F#E% 1.0 mg/mL
2004 280 nm
100d
; 33
f\ 7177
0
50 10.0 15.0 20.0 250 min
m\Y
100 FrimHE# 0.01 mg/mL
Ex:280nm
W Em:310nm
50
™
5.0 10.0 15.0 20.0 min

Fig.8 ¥ Hliti#® HPLC 7 u~ k7' & (UV B L VFL)
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JEA BRI wiBh 4 (B DO L i IRHEENF T )
BEAE TSI O S E TR O 72 8 O AT T B3 B AF 38
(H29-£ fi-—#%-007)

TR0 EEMTFE Sy R

WFIESTHHEREE © QNMR Z W T BEAF IR O Bl o3 B FABR L (B9 D AF 8
Mg KRN SIRFETRFIRE A%

BB T B RBRIE DN STV R W EBEFIRINSIZ 6 LT, "H-gNMR {E(E & 'H-NMR
BPREBEE L CHEARECH 2 ARetE 2 st Lz BT, WHOFEERH D H DI
BLT, EBICEAT 256 OMESRMEOHENL, &5 WIEENZIGH LTZ B2 ER&IED
fEtE B E U T2 T7e o 70, 30FEE b ol Eied [FHyphtiy ) oBgaERiE~D
WHORREMZ MG E L, [FEfHht ) 13FEER DL RN DB Z 0N, [FEE
M) ORFUZ ER>THDEH00HEH, AFE L THRSNL TS b OOHY % 1
B L, 'H-gNMR JETOEBDAIEENORTEIT 572, 30 1L, 7 I U2k E
L 72 BRI OB RERIE~D T 7 a—F L LT, 7 2 v OfERSy & L THEYTH A
9 cuminaldehyde ® 'H-gNMR 5% FlW 2 EEOBRE 21TV, 7 2 VOB FICE £
1% cuminaldehyde @ '"H-QNMR {£%& W2 EBIEZ ML LTZ. £, 7=X 7V —7 %7
FHBEE U= BEEIRIN DR RBRIE~DT 7 —F & LT, T PHERS &7 2L E ik

RAEATIRVN, trigonelline DHRIER TR Y 5 5 2 & broTz.

A BFREEH

'H-gNMR 751%, SI F L—H 7 L 72 i8GiEAE
YEY)E 2 NEEENE L L C NMR A7 h )LD
WEST 2 Z LT, PERGY 7Ot iE
BN TELHETHD. MGULAE M OELRES,
N CTHHSEENARETHD Z LD,
FEAE L3 FAZ A DI < WRIRM O T8 &I I
WRMEETHS. Tbb, XRWED
"H-NMR A7 kU2 TV 7TV
SE LTRSS S S 2 E T E T, 8)
a4 D 9 % O 2 BEFF U N o Ve &
BIZBWTIERICHER2MEEHR TR L
V9%,

30 EELBEFIRI Ch 5 TR
W) IZEH LT R T -7, BEFIRINY)
O [FEEHhty ) X, 7% ILUF 73
KEORED D THhH U & 7213 2 vz kR EK
BHLTELNZLD) LE3NTWD. SR
HEENEENTEY, o EOENE W=
MHID LI TWNARNE NS, ONHREZH
DI WO T 5. IS IEYE T

EDHITWRVR, ZHEHE L ORMMN
MEE LTHRESNTWS =D, TOHFEM T
CICHERMEYE A ED TREORELZ LT
SHENRH D . 29FEITITAERKE L TAFTT
X 72 20 FE DO MR AEFED MeOH HhiH# % 1
L, ZHFHO 'HINMR 227 kL2 HlE
L C 'H-gNMR (25 C& ML L7z 7
IWEFFOANYT N EHZDHHDEEKL
7. ZOR T IV OfTET =X T —7
OO DO A7 F LT, 'H-gNMR
WHEHA T 7P AREHlsn TV 7
I VR CIE, B S 415 cuminaldehyde (Fig.
DETETEDAEENRH D Z 05, 304F
FEVE 7 X v AR E 35 T2k
22U T 'H-gNMR £ % V7= cuminaldehyde
DEEBENEHATEDLNOMBZITH Z LI
L. —F, 7=X27V—7 OFE{TlE, 'H-
gNMR £33 H vl RE & o 2 Ry 72 o
TFINeB5 250N A Tho7=. £ T,
T7xX 7Y —7 O TIXETZEDORT D
R DR 21T o 7.
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B. BF5E 5t
B-1) BIEE

DSS-ds (Fig. 2)IZF0YtHiFED Trace Sure®#i
¥ H D% Az, Cuminaldehyde |3 H H L
D H D% A=, NMR B methanol-
ds & dimethylsulfoxide (DMSO)-ds I3 Isotec Inc.
DZEIEI 99.8, 99.9 atom %D % & H\ 7.

B-2) FREE

MEICEEBEREFTOBEE T RXT
AUWI20D %= W=, EBECTHWSE
'~ & —[X Eppendorf Multipett E3x % fifi H
U7z, SR 3 S B ped 25 Sharp UT-
105S T, mIbEEITE O TOMY PMC-060
Z MW7, NMR @& 13 HAE 1+ INM-
ECA500 Z i H L7=.

B-3) 'H-qNMR EZ W=7 I VEFF D
cuminaldehyde D & &

SEREE, 7 I MR Tl ST
MNE LT 7P AR, 7 I VEFICER S
2RI 72 K5I A 53 Cd % cuminaldehyde @
WVINVET e Rk EHEE SN TRk
@ cuminaldehyde @ '"H-NMR A~X7 kL &b
L7 A, RAINET o b EBET
X2 M5, £7, cuminaldehyde @ 'H-
qQNMR 27 VO ERED G &, iR
E#F D cuminaldehyde DEEZITH Z £ 1T
L7z,

B-3-a) '"H-qNMR (2 v 5 320k o sl

DSS-ds £ 5 mg & FEFF L T 2.00 mL @
methanol-ds (237> L CINEREEAE TR & L
7.

Cuminaldehyde £ % % V72 "TH-qQNMR (&
WD X 91247 - 7=. Cuminaldehyde [T 5
5 T & D DT, BE T CTORERZ 83T
727, Z O cuminaldehyde FE ¥R, O HL T &
BRE L CZ D FE M=, cuminaldehyde 1%
A2 Smg ML T 1.00 mL @
methanol-ds (237> L72. Z DK 0.50 mL &,
FElZFHEL L 72 DSS-ds %% 0.10 mL % NMR
BHEIZ LD, JRATL T "H-qNMR OHIE 2k

L.

7 IR RERE, TV =2 T
MR S E 72, 256 0K 100 mg ZHK5FE L
T 1.00 mL @ methanol-ds ({25 L, HBEIL
T30 sl 24TV, I L. £ 0 RiF 0.50
mL &, SEICFHHR L 72 DSS-ds 1% 0.10 mL %
NMR GEFEIZ & D, A1 LT "TH-qNMR O]
EWCHE LT, 7 2 oo b flE S = BEAF RN
Yo THEEHhEY ) IATTE T, BEFR
I TOREBRN TE o iz,

B-3-b) 'H-qNMR A% ~VOHEIE
Cuminaldehyde & 7 X »Fli1-Fy Kb HHHE D
"H-NMR % | 7£ L, cuminaldehyde M7 /L I L
FEHOY 7TV 89.92ppm (ZBIND Z & %
e L 7= (Fig. 3). 'H-gNMR A~XZ kLD
TESAEIT Table 1128 L7254 CRIE L7-.
BEERUL 8 EIE Lz, WEIC K> TH B
T2 AR MV )aB, cuminaldehyde DAL X
NWHH DY 7 F & 0.00 ppm & L7z DSS-ds
D7 F N OEE Z g L TIREUTHE > T
cuminaldehyde D JE 2 HH L7=.

Cca = X CD

ID
72721, Cp, CalEZiLZEI DSS-ds &
" cuminaldehyde @ <€ /L& £ (mol/mL),
I, la ¥ #LE 4 DSS-ds o O
cuminaldehyde D/KFE 1 fH&H7-0 D7

JVIEFE.

B-4) 'H-qNMREZ W27 =X 7 ) —2o
D5 TE B D T 8 DR Sy D BB L [ E
72X 7V — 7 OFE AR O 'H-
NMR A7 k)L C, 'H-.qNMR |[ZiEH T %
ML LT TNV EFFOANRT MvE b %
% (Fig. 4A)D3, ZNZERITILEMHB AR TH
ofc. £ TEY, ZoEMOREE L FE
AT o7z,
72X 7 —27 OFET 50 g % MeOH CTHhH
LTC52 gt a157z. Z Ohhiti % n-
hexane & 80%MeOH-7K T/t L, 80%MeOH-
KIE 5y & §o[E#, n-BuOH /K CHEIL, %
NZ i ZHLE LT n-BuOH [Hi5y 2.81 g, 7KH]
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4y 145 g #4157, ZO/KESy 9 H O 500 mg
ZWEFE YV ATV Isa~ NI T T 4 —
(CHCI3;-MeOH-7K=6:4: 1)& FHWToy), &
HIZHiAH ODS o L/~ T T7 4 —
(MeOH-’K=4:1) THE L7 & Z A, HHID
I NEREOEW & 35.5 mg 137

C.RERRVOEBL

C-1) ERFHER

C-1-a) 7 X UHEFH D cuminaldehyde DE
B

Cuminaldehyde £ 4E 55 51 @ cuminaldehyde @
E&% 'HqQNMR {ETE I 72 o kR,
92.3+1.4% & AR S b7,

7 A OEIMKF O cuminaldehyde
DERETIE, 4 72250 T 'H-gNMR
EEx AW EEZ FEM L, 0.36+0.02%~
1.8440.06% &\ 9 5 R &5 7-. LA EORERIT
Table 2 {2/ R LT=.

C-1-b) 72X TV — I FORZGEBED =D
DIEHERR 5 D BB L [FE

HEt SN 7-bA% D 'H-qQNMR A7 kL
(methanol-d; #)% Fig. 4B |2k L7z, HEEL L
TU 2 9.19 ppm O 7 VB E A S 4, 8.7
ppm |2 _HfR L B b 7 NERY
G o T 2%, 8.05ppm (2 —HAR, 4.21 ppm
WZATF N E DD v 7T AREI S,
FEFICHMRLEM TH DL Z ENHES
7=. 8.7 ppm 1T D > 7 F V3 urHE U CREAT
LI W Z DB IREAZ DMSO-ds (IZE X T
WELZEZA, VT FANRDEESNT-

(Fig. 4C). Z OIRFET BC-NMR A~X27 kL
(Fig.5), 27t NMR A7 |/ (Fig. 6)% |

EL7=EZ A Table 3 1273 &9 by 7
M, HMBC fHBE 72 EMM R BTz Z &b,
Z DAL EW % trigonelline & P& L 7=(Fig. 7).
EMED "H-NMR A7 by k< —HL
72[1]. & R#%E, KEOIFIEIT Table 3 12~ L
7-.

C-2) BE
C-2-a) 7 X VHEFHD cuminaldehyde DE
B

Cuminaldehyde fEYES T DOE AR 92.3%[%
A= =D T JUZE PN TND 97%LL E
EWVOIHT RV ET/NSIE L o 7. K
A EWVND T E T, A—H—TOHMEREMN
GC TRINTEY, HmHTERWIHMED N
BHINTECABELONL TS EE XD
5. F7-, BEHZOKEKDBARLET O
R ETHMEN TR 72 7e EHEIK &
B2 DI, ERIETORBMR S OEZEOEHEL
I &, EE NMRIEOENIELZ T T —4 &
EzbhD.

AFRRIZE £ 45 cuminaldehyde 13 0.36~
1.84% & VD EAHEFE T EIZ L > TEBIED
STz WARAN AT T T, SFEN—F
DipnT I UBMARITIEARL 1 FLULEO LD
ThHo7=Z L, X5 cuminaldehyde 73K
ThHhDHZ LD, BRIEL T D ORF RS
WCE VRN ER L SICERT S ZE
HLEZ L.

7 I UHRO B BDAFTE
FICAEPE TE R ol SRS NDOF
SNTCHEHWTAFEZAAT .

C-2-b) 72X TV — I FORGEEDTZD
DIERE RSy o Bl & Rl &

7= RX 7Y — RIS 7TV,
trigonelline @ 2.7 h > D H O L FFET
5HZ EMNTX, trigonelline 287 = X 7Y — 7
A O IFEEHHE ) OB IEERE DR
B & LCTHERTE S RIABNT- 7. &
Z AT, trigonelline (X2 —t —DAETIZER
SNTWDEHRETH D[] £2C, 2—¢t
—DET AR D MeOH HliHi#) D 'H-gNMR A
N7 MVHHE LT, 72X T ) — 7 L g
L CHBFEEIRD Y 7T AN N LD,
"H-gNMR A7 k)L CTHFIHBITE 5 &
% % b7 (Fig. 8).

XoT, Zo%, HEEL T trigonelline & 4%
WEMEL L7 =X )= L7x
X7V =7 Wk [FEEHIEY) & En
% trigonelline D E &2 9.16 ppm ([ZHLH i
L2007 e v EREY TS v
& LC '"H-gNMR £ %36 H T & 500kl %
179.
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D. K7

1) 7 2 V¥R H @ cuminaldehyde O & &5
ZRESL LT, TR oosb 7 I
e EREIR LT 5 [FEkahthd) h ok
KL RETDOIDLEOEERS E LT
cuminaldehyde Z x4t & L, %@ "H-qNMR ik
ZHWEERETHEZED b D et %
~LTz.

2) 7 = X7 U —7 OO NMR A7 |
JUAZ I\ TR T E B NMR {253 F AT RE /2
7TV IALAE W trigonelline T, & D
TF L 2 fL7 v b (DMSO-ds 1 C 9.16
ppm)DH D TH D LIFE Lo, [FHErHh
M OOIBLT7 X7 =7 ERKEETSH
(FHEHhN ) CTiX, ZOKFEEZHWE
 NMR 7% T trigonelline D E & %179 Z & T,
HIMEEOREN TE LR Z R LTz,

E. 3&3CHR
[1] Wu,T-S.5, Chem, Pharm. Bull., 53(3), 347-
349 (2005).

F. BPZER R

1. CHER
1) Fukaya, Shiori; Yoshioka, Hiroki; Nagatsu,
Akito, The Kampo formula “Juzen-taiho-to”

exerts protective

effects on ethanol-induced liver injury in mice,
Fundam. Toxicol. Sci., 5(3), 105-112 (2018).

2. FERRK
D) BERE, SFABERS, &L, BEH
*, KEFIA, WIEHE=, HEARET, X
B, EBEAS T, [€ & NMR('H-gNMR) %
S L7 _= R 455 + carthamin O
R, 517 BEETHEM RS T R
J—, P26, (2018.6)(HHiET).

) BEMNE, FABESS, &L, BEH
A, AKHEBAN, VHIRIKE =, HEARE T, A
B, ST, [EE NMRIEZJSAL
7= =X F .5 carthamin DWW EAREL D
FRFE], 55 64 [F] H RSP g S R4,
H-7S, (2018.6)(% 7 /Z=TH).

3) BRI, ARMESE, KEHIA, Thx=F
JEAER) OB HRNEDBRFE ), AARALE
S 654, 1P-87, (2018.9)(JA ).

G. R EHED HHRE, BRI
BAED L Z AL

H. RIS
Hrizrp L
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0 CHj
H \—/_\—/ CHj

Fig. 1  Cuminaldehyde D&

D D
A A
HyC—Si S—O0-Na
| D D |
CH; D o)

Fig. 2 DSS-ds D1k
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i b M

T T T T T T T T T —rT ™7 T

' 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
Fig.3 Cuminaldehyde FE¥# S (A) & 7 2 B3R B)D '"H-NMR A X7 kL (methanol-ds, 500 MHz)
RKEND 7 F V)3 cuminaldehyde O 7 /L7 & RED H &7 F /L (8 9.92 ppm)
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B W
[N

¢ ¥

N | Jo )

.............. -

T T T T T T = T
2.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 10 o

Fig.4 7 =X7 VU —27 KD MeOH fliHi#)(in methanol-ds, A) & Hiffff L 7= trigonelline
methanol-d; ' (B) & DMSO-ds F(C)? 'H-NMR A7 kL (500 MHz)
RKENOD > 7 F V73 trigonelline @ 2.0 H > 7))L
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X : parts per Million : 13C

LR e e o T

L B e o o I B T A o B B e N Sy R B
200.0190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 1100 1000 900 800 700 60.0 50.0 400 30.0 200 10.0

B

AN

LI e e

B
1900 1800 1700 160.0 150.0

Fig. 5 Trigonelline ?® C-NMR A% k /L (DMSO-ds, 125 MHz)

DEPTI135 (A) L5227 17V 7 (B)
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Fig. 6 Trigonelline ® HMQC (A)& HMBC (B) ®A~XZ kL (DMSO-ds, 500 MHz)
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Fig. 7 trigonelline D&

AN

L LA L

T T T T == T T T T T
0.0 2.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 o

Fig. 8 Hififf L7z trigonelline (A), 7 =X 27U — 7 ¥R D MeOH fillli#)(B) & = — & — TR
® MeOH il HH#(C) '"H-NMR A% kL (DMSO-ds, 500 MHz)
KEID 2 7 F L trigonelline @ 270 H 2 7} /(8 9.16 ppm)
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Table 1 '"H-QNMR A2 kLD E Seft:

Gy Rt HAFE Y ECAS500
BLI A -5 ~ 15 ppm

T—A WA MK 32000

7V TFT T 90°

7SV A fF B ] 60 b
EEAEIE 8 [H]
AR 7L

7 — 7R 25°C
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Table 2 'H-gNMR 7% T & S 4172 cuminaldehyde D& H 3

samples EHF(%)ESD
cuminaldehyde 12 ¥ §; (n=3) 923 *+14

AR A (n=3) 036 +0.02

B (n=3) 0.64 +0.02

C (n=4) 1.06 +0.02

D (n=3) 1.84 +0.06

Table 3 Hifift L7~ trigonelline © NMR A~X7 kLT —

(in DMSO-ds, 8¢: 125 MHz, 8i1: 500 MHz)

No. dc(ppm)  Ou (ppm) HMBC (H—C)
2 146.1 9.16 (1H, br-s) 140.6, 144.7, 146.1, 162.3
3 140.6
4 144.2 8.72 (1H, br-d, 7 Hz) 126.2, 144.7, 146.3, 162.3
5 126.9 7.95 (1H, t, 7 Hz) 140.6, 144.2
6 144.7 8.85 (1H, br-d, 7Hz) 126.9, 144.2, 146.1
N-CH; 47.8 4.34 (3H, s) 144.7, 146.1
COH 162.3
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JEA TR R BB (B 5 DL 2R HEEN /e )
BETETRINY O S B e D 7= 8D DM V52 B 2 28
(H29- £ fih-—1#%-007)

R 304FE EET IR o 4 i 3

WFFE o HHERE

qQNMR % I T BEAF AN O 3 BT FiEIZ B 2 0P8

~FEXRE VT 2 - BER RS 2 DT REIC B A R~

orfdrgeE KM &

HARFLAEMERR A RabAamr e

MREE AR TlE, BEFRINY O Bk ERIE OB R R O E oM 2 B L T,
'H-gNMR & LC % #HAE DR 7o 3B /VEE (RMS) EOBERLEE T Y DU Y
VB IXOFEERBHAIT Y UV (T U P D a— ADII T a— A o -1,4
fEE CIEKI~4EFE S LIzt a®) OEE~OBAE S W THRF L. Ty rBLW
4—t FrXVEREMA T NV EEEMEME L GRIRL, ot oy Eiidd—
bt Nax o ZREBRATFINTDETV 7= UEFERORMS (1 222 :0.994~1.00,
4— b Ra XU Z2BEBHRAT IV 1.23~1.24) DOREELE TV oo Bt oy
BLROEERNEEANL TV ¥ VO G B A KE X G A L5 & 3 DAk &k & M
BRE L FRREICEHICERETED Z LV L.

A. BFZEEBY

H A TIR A SRR O 22 e SVE A e
T2 HIYT, B&MEsmyoreik, & & (hE)
7 EOR BRI EEH T 5
RSLOFREE, {87 & O HEES R HE
S, B9 RE LIS A EEICTERH I T
W5, ZOESI O AL, JRA
ELTEREZOHINENEDHNTEY,
[F53HTCIE LC ERER S5 Z L%,
ZDO XD i CIXREN LG & R —
DA OMEE DS IEE7RARVEME S ILBE T D08,
RIS 72 TNAIZ X - THREEE S H
SRR SE IR T I e D 2o
728, LCEOMXERETIE, REA—T
— OREREF N —BANCHIH ST 5. Lo
L, ZOMEITEAFMEIZ D IREES L2
O, TROLEEFHICIEREEIIEZT,
R L TEEBEOEFMENELR DN D HE
MESETE R, £72, KRHERD O
A, ERAESBIRTE STV RN E 21K
FEINTWEELTHLI X FOEN LG
MHIESNDAREELEZOND. 20X

N, BN RR CBE AR & x5 & L
ey, WEOWEDORGEDOBLE NG, Z 0D
£ 9 B Z TR T E, Moo ot
B JE LT EHEME O & WS RBR VL O fESL
MWEBEEZLBND.

AR, ERSHALR (S ~O hL—HEY
S — DR SN EREE L TCER
NMR (quantitative NMR ; gQNMR) 723 H %= %
HTND 2. gNMR ® H 5, "H-NMR % | H
L 72 qNMR ("H-qQNMR)(%, & EMED (R S
RESRMERH WD ET, 2 >R O
T OVIERERE L (AL A D F VI
xS BB FOKFEH (THEIT D R A F
HALI-CEBETHD. NMRIIF R & 55
WCHIEZIT> TWNDTI=8, Zhh 2 2DibE
WEIF— DAL FREE T D BT /2. e
T, FrEFHINCIEM 2R 2T 5 S 258G
BEWEWEDO L 57 SI~D FL—HPEY —
DR SN2 NEEERE & L THW
HZ IRy, NEEWE L RERRO YT
TV L, KEER, MR ORR)
B, Bk 22 HIE R SAL A D E BROMIE & R
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WL ENARETHD. 2O XK H RERMED
PRI ML —H U T R L 'H-
gNMR (%, AQARI (Accurte QuAntitative NMR
with Internal reference material) & & FEIEH,
PR R AR AR L0 B AR SR R a3k &
DORFPESHT 59, A FRSCREAF UMY 0 2
B DE SR PEIASFIH STV DL E T,
BT, FHEFHAI N L—H B U T ¢ R
L7z 'H-qNMR & LA, % &k, rBErERE
NEmWra~ 777 40 —fAGbdil
EXNEYE LR —OEEMEMmE LB L L
72U E VI E (Relative Molar Sensitivity,
RMS) Z Wiz otik (RMS k) BRBERS
I, BRSNS E DT ~FIH S 1
T I/ \ %) 10—14).

% 2 CARMIIE TR, BRI D oy ik
mpiEom Ea Bfe LR —BR L LT,
SEEIIEERLE ST Y D) Y
> (K1) BROMEERNLT Y Y O E B
SIATIZET 5 RMS EO M OV TRET
L.

B. BRI
B-1) i3, - RR%E

FEBALER ) oL GREF 10 A172,
BUEE 2 0 C2010) 1EESZEEER S A AL RS
AT BMEIwE L 0 ks v,
VoL, =T Ry FRRR SR
(Cat.No.71162-25G) Z W \/z. 4—t K %
VEBERATF ML, RS
(Cat.No.H0216) % V> 7=. 22-dimethyl-2-
silapentane-5-sulfonate-ds sodium salt (DSS-ds)
T8 L7 A v SR (BR) 1R HEME (Cat.
No0.044-31671, Lot.No.ECL6585, #liJE 92.3%,
PEAEARHEN S £ 0.8%) Z AW, U ATV
ANHRF TR (DMSO-ds) (FBEHRILZ (BF)
fA AW, 2 OMOEEITEEKE 7 n~
N7T 7 ¢ — R E IR A .

728, RIRITLLTFO X > IR L.

"H-gNMR FEAEPANR : DSS-ds 2 UEY)E. 8 mg
EHREBIZED, DMSO-ds 40 g % i1z 'H-
qQNMR HEAERRHE & L7z, 'H-gQNMR A= HEAH
D DSS-ds #2E (0.1999 mg/g) 1%, DSS-ds D

MEEAE (92.3%) BLOMERME LV FEH L.

B-2) #{E

kg R e s E (NMR) : ECAS00 (Fm
ko B JE W% 500 MHz) (HAEF (BK)
p:y)

53HT P HPLC : LC-10AD & A7 A (AR 7
LC-10AD, &)/ Y= b= b : FCV-
10AL, 7 7 LEIRAE : CTO-10AS, 4644 A44,
4y ek B SPD-10AV, i S E - DGU-12A,
I — X ALERAEE - LabSolutions) ((Bf) &gl
TERTEY) .

S3HTH HPLC @ (Bk) R Y —#ILC v AT
L (R 7 :CCPS, VAT Lharhbu—7
— : SC-8020, Mi5AEME - SD-8022) TRk AT
oy e ttias (SPD-10A, (BF) &HefdfERTHY)
BELON T LERME (CTO-6A, (B Htil
TEpTiY) Z8 Li=b 0.

7K BM-20 (Bf) =— 7> K-
T A H)

¥ I I 7 mKFE: AUW220D ((FF) Byt
TERTRY)

B-3) #B%HE/VREE (RMS) ZF)H L 7= HPLC
LD FTV O UBIOREEALTY Vv
BoRR
B-3-1) BEEAL S Y VU VDS E

k1 (A172) 4 gl oW T4y HPLC £&
I X 55 ZITV, Fr.A 25 FrH 215
. BONIEZD 9 B, FrD 725 FrH 2
DWT, 43HL HPLC & 2 12 K D K8 aAT
W, Fr.F, Fr.G B X FrH XY «-Glycosyl
naringin (Naringenin 7-O-[a.-D-glucopyranosyl-
(1-3)-{a-L-thamnopyranosyl-(1—2)}-B-D-
glucopyranoside] (Naringin-G, 8.4mg), Fr.F
&£ Y Naringenin 7-O-[a-D-glucopyranosyl-
(1—-4)-a-D-glucopyranosyl-(1—3)-{a-L-
rhamnopyranosyl-(1—2)}-B-D-glucopyranoside]

(Narringin-2G, 15mg), Fr.E £ ¥ Naringenin
7-O-[a-D-glucopyranosyl-(1—4)-o-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1-3)-{a-L-thamnopyranosyl-(1—2)}-B-D-
glucopyrano side] (Naringin-3G, 9.0 mg) 35 X
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" Naringenin 7-O-[a-D-glucopyranosyl-(1—4)-
a-D-glucopyranosyl-(1—4)-o-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1—-3)-{a-L-thamnopyranosyl-(1—2)}-B-D-
glucopyranoside] (Naringin-4G, 7.6 mg) % %
MERVHEE L 72, F72, BEEE 2 (C-2010)
0.8 g lZ W TA U HPLC 5k 1 B OV 21
£ 5 o E E AT W,
(Naringin-G) % 13.4 mg Hff L 7=

a -Glycosylnaringin

- 43U HPLC 544 1

717 2 : Develosil ODS-UG-5 (10 x250 mm,
P78 5 pm BRI PR SR, 7 7 AR
JE :45°C, g 280 nm, 3K : 5.0 mL/min,
WRBIER : 20v0l% T & =k U L

- 43U HPLC §:44: 2

717 2 : Develosil ODS-UG-5 (4.6 x250 mm,

K728 Sum, BFhHbse (BF) 8, 77 AR
JE :45°C, fHE R 280 nm, & : 1.0 mL/min,
WRBIER  20v0l% T 2 =k U L

B-3-2) 'H.qQNMR 2 X %+ V Vv, FEERL
FU VUV HEBIVN 4—b FeXvEZEHR
B2 A F L OREEHIE

Naringin-3G % 7.6 mg, Naringin-4G (X 9.0
mg, 7 U > ¥, Naringin-G, Naringin-2G /%
10mg, TV rBlN4—b Faxvi
BEBA T VT 15 mg ZHEEIC&Y, 'H-
qQNMR BEEHEVAR 1 g ICEAfiR LT, Z Ok %
AME 5 mm O NMR GREHEIC ANV L, #*
LR35 % AV 'TH-gNMR & 217 - 72
DSS-ds D> 7 VIEFEFRE 2 9.000 & L7 &
XOKALEMITH KT DRFERLD V7T v
mAEIRE, o1&, RE%EZ TRRoRXITRA
L, &RBtoEE (ME, %) ZHEMLEZ.

Lampi/ H Mg/ W

sample sample sample’ sample
Purity (%) =
wy (A)) Istd/ Hstd Mstd/ Cstd
X 100

72720, Lample= WIEXNSRORFEILD L 7 )
JVIEFEIREE, la=PNARYEME O > 7 ) VS
9@&'_: (Dss'd() . 9000) s Hsample:jﬁuﬁ:__’;d‘%@%

TEFEDIK T, Haorm AR IEME DR EE DK
FH (DSS-d6:CH3%3=9), Mampie=ill i X 52 D
1R, Ma=NEEEME O 518 (DSS-ds
224.36), Wampe=HlEXf RO E (mg),
Ca= "H-qNMR FEHEVAHR D DSS-de I

725, QNMR Db 7 MilE, DSS-ds D
Tu b7 aRRE §0ppm) L, §
% ppm L TE L=, £72, T — & OfiftT
X, 7=V BB O EBEORMNETE A
ILBECT & % Alice2 forgNMR “E'=7 U 7 ¢~
(RARET () Z2HWT-.

B-3-3) 4— & RrX U ERFRA FNVITHT
DTV VRBIOEEMTY VO UVED
RMS DOEH

4—t FaxF U BEBATF N, Ty
v, BERWMES U ¥ (Naringin-G,
Naringin-2G, Naringin-3G, Naringin-4G) (Z-2
W, 'H.QNMR IZ X W EHEn-E8 (M
FE) ICHA S ROPRERIPH (U 2013
~105 pmol/L, Naringin-G : 1.1~91 umol/L,
Naringin-2G : 0.9~76 pmol/L, Naringin-3G :
1.3~107 umol/L, Naringin-4G: 1.1~88 umol/L,
4— bt Foa %2 8%/ 0 5.8~93 umol/L) T
O~10 JRIREDOEIR (I - 20vol% 7 & k=
FU) BERERGEL, 2D DOWEIKE
LR @ HPLC SIS THtr L7z,

717 A : Develosil ODS-UG-5 (4.6 X250 mm,
BLF£8 5 um, FAMET (BR) R, U7 AR
FE ¢ 45°C, IR :280nm (U ¥ B
L OWEERNL U Y V), 254nm (4—b R e
X UEBEEBATIV), Wik 0.9 mL/min, &
Bt 0.1vol% FBE G A 20vol% 7 & =1V
Jb, FEAE 10Ul

JFR % 18 D A B D[R B O & (Bv
WARE) #HHL, 4— b FeXx v R RE
e A T NZKET 2D P B X O
Y oV HOEFEMROMEE DL (T
VYUV ETRIREERLE T Y U HHOM X
S4—t Fa X LZEFEHEATFLOMEE)
Ha—t Ruex I ZEEHRA T VKT LT
VoV U BRLOBELE T U HD
RMS #HH L7z,
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B-3-4) 7V VT HEEATY T
VD RMS DEH

B-3-3 DR L7 & 3B O [a] i B AR O
& (BVISERED BRI, TV YTk
TAOREFNIRF Y D RMS ZHEH L7~

B-3-5) RMS & W= BERNE ;Y 8
mMEDFY ORI RN UV
DEE

B 10mg 2K EICE Y, KEMZBE
W CIAfRE UIEREIZ 10mL & L7k, A7 T
V74— (L2045 um) TAHIBLZ D
DEBRBRIR E UTc, BRI, 44— F
0X VEREFEBRATNEBIRNS Y U
ST L7, 4— b R B 5 A
Fv (WL : 93.8%) TiX, AMh 15 mg &k
BICEY, 20vol% T & b=k U &Iz 100
mL & L72bDEEREFEOE Lz (REE
140 pg/mL) . FF K O1 mL Z EfEIZ & 0,

20vol% 7 h=FULEMZz 10mL & L7~
(JREE : 14pg/mL) %, ZOEHK 3mL %1k
flElZ &0 20vol% 7 h= KU /L& Z 5mL
ELTEbDOEEEEKROE Lz (0.0084
mg/mL, 55 umol/L) . 7 VU > > (HiEE : 81.1%)
TIE, Adh 15mg ZREEIZEY, 20vol% T &
F=FUAZEIZ 100 mL & L7= % A FEYE
FUE@ & L7 (F2FE : 122 ng/mL) . A=AEF K
@10mL Z EREZ &V, 20v0l% 7 & =k U
NEZ20mL & L7z (B : 61 pg/mL)

%, ZOFIK SmL Z1EREIZE Y 20vol% T
F=hFUNZMZ 10 mL & L7280 &R}
ER@ & L7z (0.0031 mg/mL, 53 pmol/L). =
NORBRBIRS L OEERKOE72130%
LUF @ HPLC Sz ToHtr L7z,

717 2 : Develosil ODS-UG-5 (4.6 X250 mm,

P88 5um, PRk (k) ®), 77 AR
JE 1 45°C, IR :280nm (7 U ¥ B
L OWEFRNL T U ), 254nmm (4— b Fn
X VR BEFEBATIV), WEH 0.9 mL/min, &
BIEE : 0.1vol% ¥ 20vol% 7 & h =k U /L,
EAR 10 uL

BoONTZRBRESIRTOT ) P B ID

BEEEAL T ) P DY — 7 [ A sample X
RGO A— b FaXx o 2 AFEBRA T
F2TFV VD — T HE Ara DD, IR
RKIZL W EREZRDT.

C A Mgumoie
Content (%) _ REF x Sample X Sampl
CT ARef MRef
1
X X100
RMS

72720, CridiBisik 1| mL 7= 0 Ok

D& (mg), CrerlFMEEEEOE7ZI1TO1 mL
HTVD4—k FuX U ZREBATINVET
FERTY P OE (ng), Msample (XHIE
RRDIy 8, Meer (TEEMEMS G—E R
0% UEEFBATF V15215, FU YU
580.54) D4yfH, RMS:4—t R %R
FRAFNVEZEFTY ik 5 HIE
KGDOMRTENRETH D .

B-3-6) BIEXI S DRI RERRIEIC K DEER
WMEFY O VBBFOFY VBT
BT UV DER

ABRTA N FS OV HPLC §:41%, B-3-5 DA
WORT HIEIZWE -T2, 7288, BERAL T v
VO EREERKE, KRB oE &
(FEE) (2B S RO PR BEHIPH (- o
0.76 ~61 pg/mL, Naringin-G : 0.85~68 pg/mL,
Naringin-2G : 0.86~68 ug/mL, Naringin-3G :
1.4~114 pg/mL, Naringin-4G : 1.3~108 pg/mL)
T 9~10 JSIREE DR (B 20vol% 7 & bk
=hUN) BERENFRL .

AR U 7B IR & ot L, B — 7 i &
BREMRICE > THONTZRBRIART DT
YUUVBLIOEHEEMTY U RE
(ug/mL) %KD, wHAUZ L > TEEHH O
WAL Y UG (%) AR LK.

Content (%) = 100

W x 1000
7272 L, CIXRBRIANE 1 mL 5720 ORIEXS
S0 (ng), VIFRBREEOE (mL), WX
ARELOBREE (mg) THD.
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B-3-7) a7y X5 —EBE AV EEROAH
TV OURGTORTY V= VEER
SEROEE

BRI EE G S T D EEFR AL
BAANRY O UDEREEESEBICTY Y
>, «a-Glycosylnaringin, « -2 /L2 3 LK
BEAERL, ZOEHNLRTY =R
WROEE (%) ZRDI-.

B-3-7-1)1 Y ¥ ¥ $ X O Naringin-G D7E
=

o LK 1 g ZHBICED, K
100 mL [Z¥AfR L=, ZOWiEET 7 U VR
T AT IVERWERBE (7= 4 |
XAD-7HP) 50 mL % FedE L 72 NS 49 25 mm
DA T AEITEE, 15 HIZ 2.5 mL O X
T SE721%, K250mL THHF L=, &
2, 50vol% =% /—/L200mL % 1 43ffic
25mL OIS T L, WAEBSZEH S
7o, T OEHK A I L CTREL K 40 mL
ELzt, 727 27— 10000 HAL &
PINL 55°C CIEREIZ 30 R E L. &
512, 95CT 30 /rEMEA L7=1%, =EET
WAL K Z N2 CTIEREIZ 50mL & L, A#K
EL7m. ZOW3mL ZIEfEICED,
20vol% 7 & k= kU L%z CIEREIZ 50
mL & L, BB E Lz, BNCEE L7-E
£ ] Naringin-G £ 10 mg Z FEHIC& D,
20vol% 7 & b=k U JLIZIED L TIEREIZ 10
mL & L, fEHERERE Lz, RBARBS L O
FEHEVRIR & Z N2 10 uL o8&V, B-3-3
DI TR L2 HPLC &I Tobr Lz, &R
BrRisi o F Y ¥ 2 KON Naringin-G O &' —
7 ThFE An K OVA 6 W DN AEAERS I D
Naringin-G ® &' — 7 Hfg Ar ZHIE L, KX
W2 &0 F U P T Naringin-G D &
HH L.

TV AR

Content (%) = X X

580.53
X X
742.68

Naringin-G & & :

C
Content (%) g Ag 20 X 30

I
X

X
WA, 10 3

X100

=72 L, WIFREHREE (g), ColdE®EM
Naringin-G Ot E (g) THD.

B-3-7-2) 7 a7y I T —BAIC LV FRET
Ba-INVavVBRERBDEER

B-3-7-1 DI THE G- AR 20 uL % &
D, D=7 N a—AEEHREEHK 3mL &
IEREICINZ TRV IR E7=1%, 37°C CIEMEIC
5MKE L=, |ERETHELEZLDE
RERRIR & L, IR 505 nm (2B D WG
ZHE LT, RHBRICIE, 7K 20 ul 2 W C
BRIV IR & [FIRRICERE L7o ik 2 W2, Bl
\ZZERBR ATV, MiE L7z, 72720, 25k
BRI, AR 40mLic s/ var ST —8
10000 AL Z A0 L, 55°CC 30 syfEfkiE L
721, 95°CTHIZ0 el A L7z, =R E T
WA LT=%, KEMA TIEMIZ 50 mL &
U, Z2alBRisik 2 slBRIsiR & RIERICERE L
TWSEEZBE L. Blicp (+) — 27
o— ZREHERIR (R 05, 1, 2, 5
mg/mL) ZFHE L7, 256 OFEERIKIC
DUNTHE, ARBRIAIR & RIARICERE LTt
FEARE L, MEMREER LTz, ZOME
B & AHIE U 7R O WG E 7> & BRIy i
DD (+) —Z N a—2EELRD, KR
Wk o7 nay I o —BABEc LY iEEEd
BHoa— 7N a v VR EERD .

CxV 162
W x 1000 - 180
72720, CIIBsi 1mL 720 ® b (+)
—7Na—20&E (pg), V ITHABREKRO &

(50mL), W IXiEt O IE (mg) TH 5.

x 100

Content (%) =

B-3-7-3)

By U= UEERESBOEH
WOHEKIZLY, BTV 7= Rl
DEGEERDT-.
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U o= U EEREE (%)

=+ VX 58 (%) + a-Glycosyl

naringin & & (%) +27/1 =237 I 7 — BB

WCE D WERE L7 o — 7 v 3 ViR
(%)

C. BREUVUEBLE

C-1) BEEpr ) oV UE DS E

[E= U5z b ISP b il all) VS N4
OTFXARNIITNH ) NT AT 2T —
£ (CGTase)) ZEH &, VU P Uilkka
REHEZ b D a-1,4-glucan { (KU ~/L h—
R) FAINL KA E @D BRI <
HY, EHRELE LTRSS TWD . AiFoE
T, BT Y oot ) PR
PEEAL ) P OERSHIICEIT D RMS
EOBAMEAZA ST 5720, RMS O
HIZ LB 7 BEERAT T U o 2 U FH O Bl % 3R
Il FT, BERLESTY U GREHI
A172, #8k2: C-2010) % HPLC TH#rL7z
EZA KIRTZua~ b7 AR ELR
7. % Z T, Peak D (Fr.D), E (Fr.E), F (Fr.F),
G (Fr.G) B L O'H (FrH) Z 5B oOxtg & L,
SEUHPLC I KD 0B 21T o 7. Z DGR,
K2 2R3 L9102, k4 g & AW /0mT
¥, FrF, FrtG B X &Y FrH X Y «-
7-O-[a-D-
glucopyranosyl-(1—3)-{a-L-thamnopyranosyl-

Glycosylnaringin (Naringenin

(1—2)}-B-D-glucopyranoside] (Naringin-G, 8.4
mg) , FtF X ©» Naringenin 7-O-[a-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1-3)-{a-L-thamnopyranosyl-(1—2)}-B-D-
glucopyranoside] (Naringin-2G, 15mg), Fr.E
&£ Y Naringenin 7-O-[a-D-glucopyranosyl-
(1—4)-a-D-glucopyranosyl-(1—4)-o-D-
glucopyranosyl-(1—3)-{a-L-thamnopyranosyl-
(1—2)}-B-D-glucopyranoside]  (Naringin-3G,
9.0 mg) ¥ X O Naringenin 7-O-[a-D-
glucopyranosyl-(1—4)-a-D-glucopyranosyl-
(1—4)-a-D-glucopyranosyl-(1—4)-o.-D-
glucopyranosyl-(1—3)-{a-L-thamnopyranosyl-
(1—2)}-B-D-glucopyranoside]  (Naringin-4G,
7.6 mg) ZTNETHHEELZ (X3). 7ok,

A3 XV Naringin (4.8 mg) % {8 T HAEE
L7=. 7z, k2 (C-2010) 0.8g # M7=
4y H 5, Naringin-G % 13.3 mg % Bk L7-
(X 4). 70k, 2o Db E X E &0
(ESI, negative) 3L U'NMR ('H, °C, 'H-
'"HCOSY, HMQC, HMBC) (Datanotshown)
KORELZ.

ESI-MS (negative)

Naringin-G : m/z 742 (M), Naringin-2G : 904
(M), Naringin-3G : m/z 1066 (M),
Naringin-4G : 1228 (M)

C-2)'H-qQNMR (2 L 5+ ) P, ¥EEfL)
VU UVERBEIN 4—k X ZEER
A F VORI E

STV Ty, PR Y Y U, 280
nm 3 X 340 nm AT IZRINARK 2 D1k
EMTHD. D ORISR Va5
Z\Z, ARl RMS IEICBIT % E &S, &
LT4— b FrF U LZEFMBA T LA
. Fi2, PV EERAELETS
RMS EIC LD BN U o ¥ VD ERIC
SOWTHRETHRF L2, £9°, IEfE7: RMS
ORI HT= 0, HEE L bSO GRS
DIEHERME 2 52025 2 L IdIER I
BETHD. 2T, TNHDOHMEEZH LM
295728, 'H.QNMR Z W5 Z & & L7z,
'H-gNMR [F, A7 ML EICBIRESINDIE
HEWE & WE X SRE D> 7 F VT FE R
EEVREORGRN S, JEXSILEW D
EEHaERETDZENARETH D, £z,
FHEFH N L=V U T DR S N
WEMEEANDZ LIk, Bon b ERHE
OIEEENKECH ELEZHFETHD. £ 2
T, R LITRTHERGEEZHNTY o,
WAL Y D R L M4 — Red %
BFE A F AZHOWT 'H-QNMR 217 7=,
728, ALY T MEE, WIEEERE O X T v
7' kv 7 (DSS-de : 60 ppm)
L, §MEE ppm BEALTE L. FU Y
BIOBEHEN Y T, K5 IIRT X
912, 'HNMR 27 kL |, §1.18 ppm fF
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N T ) —ADATFIVIEICHEK T H T
Fv, §2.70~5.60 ppm (27 7Y (FV
V=) O 20L, 3NLE L OWEIIC kT
L7 F v, §6.00~7.50 ppm (2T 7Y 3

(FV =) ICHRT DT FAREN
ThBlE I, Zhbdo5 b, §7.36 ppm
EgsnN=FT ) =00 2B E) 6
NDOKFBIZHKT D v 7T, oy
DY T F N+ oS TN, F
VoY rBXUOHRAL Y Y O E &
My r7FrblLTibdeEsEzxonik. 27T,
ZOVTFNEOMERZRER LA, Z
O OMBEEITZR 2 ITRTRRTHDLZ &N
HIFA L 7=,

4—t FrF U ZBEFMBAF VT, §3.82
ppm (2 A MXVIHICHEK T LT, b
6.87 ppm (2 3 LI KNS L DOKFZICH KT S
7 OKFEE2), §7.84ppm I 2 ik &
WO DKRFICHKRT 27 F v (KFEE 2)
NENZNBEINTZ(K6). ZnHDH b,
56.87 ppm DT 7 F LI LS 7.84 ppm D
TFNLOMEEZFENLEE ZA, 93.9% (6
6.87 ppm ) B L193.8% (5 7.84 ppm) it H
Elpolz. ZDHH, §6.87ppm LV HEHE
MM (93.8%) & 4— b Ko o227 BAE
AFIVORE L L CERHLE.

C-2-2) 4— & Fax I ZEFBRATF VT
5V vy, BEATY T UED RMS
DEH

4—t Fr X VLB HFBATFNITHT HT
U, RN T ) Y L (Naringin-G,
Naringin-2G, Naringin-3G, Naringin-4G) @
RMS Z a4 572, 1032E (5.8, 7.0,9.3,
12,23,28,46,56,74,93 umol/L) ® 4—t K&
X URBERA TNV, 9 £721% 10 BE
DFV T rB IO T Y ¥
&% B-3-31Z/79 HPLC S & VTt L,
BONT-BBUFEMROME DS RMS %
BHLAE. M7IRTL90, 44— Rex
VERERA T, FV Y, FEERALT )
>V O EYFEAR O P EREIL 0.9997~
0.9999 L B ThHH I LIRS, -

T, 25 OEYFERIL RMS OF HIZFH]H
TEHEEZLNE. 22T, KEIFERO
X (F U > 2112795, Naringin-G: 12785,
Naringin-2G : 12738, Naringin-3G : 12724,

Naringin-4G : 12859, 4— bt R u % %2 A&
AFIL:10352) B 4— b Ko F U2 BERR
AF VKT BT o, BRI v
VEORMS 2R LEEZA, RIIRT
£9121.23~124THDHZ LB LT,

C-2-3) TV ozt MRSV T
VD RMS DEH

W, TV ATk HREAL T Y
VHD RMS & Rat L7z, C-2-2 DIE TR LT
BEFEMROME N H TV Pkt 5
PEEAT U P O RMS 2B LZ L 2
5, FAITRTEDI20994~1.00 TH D Z
EAVE LT,

C-2-4) RMS Z AW BROE T Y VU8l
LM Al INEVNG SEREY -1 i 1Ay Rl BNV
DER

EEEALEL ) o B 2 FRIC OV,
RMS [k BV P v L OMERNL T U
¥ (Naringin-G, Naringin-2G, Naringin-3G,
Naringin-4G) D& & EZTV (n=3), &l
ERREREM E Lot Efikic L &
HEN-ER/ e Uiz, KBRSV v
AV TSI RV RS SN 1 Ay R,
YUVERERSBIOFE6, SRS
oo B O LC 7 < 7T AT 8IC
FNEFIRLTZ. 4— b R XU L2 RBEmE A
FEEERAESE L2 RMS IC XD EHE
niF vy, BEATY Y UH
(Naringin-G, Naringin-2G, Naringin-3G,
Naringin-4G) O 7 &34 E x5 OFE 5 % H
W R ERIEIC LV R SRR
BERETRO N 5T, £, T
VU EEBAES L L2 RMSIZ LD B E
NIHERAL T ) P VO EBIZOWT G,
T TE % G2 DR i & O T2 i R AR A LS
FOVEHINEEREAEREATRDON
o,
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WIZ, BESINPAEEICB T, BRI
BEAANRY v BRI A Y 7L MY
COEBETRAISNTWD HE (IEkk)
e~ C, RS Y v B OfR
Vo= iR G EE R L, SRR L
4—t Fu X UL EBEBEA FNVE EERHED
ET5 RMSIEICE Y kb v
BLOWEEEM T ) P VO S BOAEE
g L7z, ZORER, AEEICIVERE
Ni#F U o7 = A E BT R 1
(A172) T 12.9%, #E2 (C2010) T 29.3%
ThO, RMSIEICELVREHENETY Y
VB IOWEEALT Y Y O AR GRUE
1:6.4%, #EF2:193%) XV @EWEZTRL
72 (F£ 7). Z X RMS OHIE %5 )3 Naringin-
AG FTTHHZ EIERLTEY, #1ub
XU BRI EHT 2EEEOR WAL
vV VO RLE R OE BANHE ST RO E
BEOEWVICRELSEELLLOLEEXD
niz.

D. f&a

AMFFE UL, BEAFIRIND D il o3 Biks iRk
DRI R ONEE DM L4 B LT, BERL
HEY ORI B IO
#A2F U ¥ (Naringin-G, Naringin-2G,
Naringin-3G, Naringin-4G) % %[5 & L 7= RMS
B X D EREBEICOWTHRF Z{T-o 72,
HMERNR EITRR L EEMES G—E R
0 VZREFRATIV) KT T P
B IOV 0D RMS (1.23~1.24)
X DRSNS NEGROE L, 1k
it (BRERNSRZIRM & Lo R miiis)
IVBEoNEREABRAETRO LN
o de. RERIS, TV P ATk D BEEANL
T U 2P0 RMS (0.994~1.00) (2 & 0 HiHY
TR Y A BRI RIE LY
Bonica B EAFRETBO LR
7. #-7T, AR B RMS V5
LR, BT Y o B TR T
U oYL Y Y (Naringin-G,
Naringin-2G, Naringin-3G, Naringin-4G) D&
wx BN ORZMICERTE D 2 & A

L7, —J5, BERALER ) oo B R o
HEAL T U >V 2O T, Naringin-4G (2
E STk R IRBEE DR Y ~ b b — AW
LIAALEMDEEL TVWDH Z A TH
52 EME, EOL BVWOFHE & b OfflR
MFTV TP UETEERBORNRLET 0%
BRI 5 2 & C, BRI Y 0 B,
FOKT U U= U ERER G EORHICE
7% RMSIEOFIENREEDL LD EEZL
niz.
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56, 185-193 (2015).

F. WFsuEE

TR

1R, M, MTIHE, NS5,
IR, PENSRE =, HOARELE, LR, BLE
BE, VAHHEZ, IR, AR, VeRAS T
FARRED . BASKEAE 139 4222(2019.3) (T3

.

).

G. A PEEHED HEE. BRERM
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Sample (A-172)
(4.09)
Prep. HPLC (Condition 1)
[ I I I I I I ]
Fr.A Fr.B Fr.C Fr.D Fr.E Fr.F Fr.G Fr.H
(20 mg) (19 mg) (22 mg) (19 mg) (53 mg)

Prep. HPLC (Condition 2) Prep. HPLC (Condition 2)

| [ I I [ | [ I I I I ]
Fr.D-1 Fr.D-2 Fr.D-3 FrD-4 Fr.D-5 Fr.D-6
FrE-1 FrE-2 FrE-3 FrE-4 FrE-5 FrE-6
(1.7mg) (1.9mg) (7.6mg) (0.5mg) (0.3mg) (0.6MI) 43,y (01mg) (9.0mg) (1.0mg) (0.1mg) (1.4mg)

Naringin-4G Naringin-3G

| Prep. HPLC (Condition 2)
| I I I | |
FrF-1 FrF2 FrF-3 FrF-4  FrF-5 FrF-6
(24mg) (03mg) (04mg) (15mg) (0.8mg) (0.6mg) ' ' ' '

Fr.G-1 FrG-2 Fr.G-3 Fr.G-4 Prep. HPLC (Condition 2)

(25mg) (0.2mg) (4.8mg) (1.2mg) [ | | I I ]
FrH-1 FrH-2 FrH-3 FrH4 FrH-5 FrH-6

Naringin-G (01mg) B4mg (0.1mg) (©Amg) (59mg) (1.6mg)
Prep. HPLC (Condition 2)

Fr.H-5a Fr.H-5b Fr.H-5¢
(1.0mg) (2.8mg) (4.8 mg)

N\

Naringin-G  Naringin

Prep. HPLC (Condition 2)

Naringin-2G  Naringin-G

X2 EERALERT D B GREHL - A172) 2B OBEIRAL T ) o S SHO HiE
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Sample (C-2010)
(0.89)

Prep. HPLC (Condition 1)

I I I I I I I ]
Fr,.a Fr.b Frr.c Fr.d Fr.e Fr.f Fr.g Fr.h
(20 mg) (19 mg) (27 mg) (35 mg) (20 mg)

Prep. HPLC (Condition 2)
I I I I I

Frg-1 Frg-2 Frg-3 Frg-4 Frg-5
(1.0mg) (04mg) (1.0mg) (13.3mg) (8.8 mg)

Naringin-G

4 FEFRLET Y o8 GUEE2 0 C2010) 75 @ a-Glycosyl naringin (Naringin-G)
O HiFE
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# 1 'H-qNMR & 51

Spectropeter JEOL ECAS500 spectrometer
Probe 5 mm broadband autotune probe
Spectral width 17.5 ppm (-2.5~15 ppm)
Autofilter on (eighttimes)

Acquisition time 4s

Flip angle 90°

Relaxation delay 60 s

Number of scans 8

Spinning off

multi-pulse decoupling with phase

13 :
C decoupling and frequency switching (MPF-8)

#2 'H-qQNMR L VWEHENTFTY oYy, RN Y UV UM, 4— b Fafdy
RREBEA T LOE R (FE)

i (%)
Ty 81.1
Naringin-G 65.8
Naringin-2G 61.3
Naringin-3G 55.9
Naringin-4G 60.9
4— b Fa X ZEBEHHBA TV 93.8
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K3 4—E FuFVRZEEFMAT VKT DT Y vy, FERALT U 2 O
BV (RMS)

RMS
FUy T 1.24

Naringin-G 1.24
Naringin-2G 1.23
Naringin-3G 1.23
Naringin-4G 1.24

F4 FV UV ATHT HBEIRAL T Y Y VO VEE  (RMS)

RMS
Naringin-G 0.999
Naringin-2G 0.995
Naringin-3G 0.994
Naringin-4G 1.00

X5 BOFIEICL AR LE T Y oo g GREL D A1T72) FoF Y Y,
PEEAAT U Y B O g

RMS#E RMS%E

- - - Hset i AR A
Standard: 4-& N ® % 22 BAEREA TV Standard: 7"V ¥ ¥
Content (%) RSD (%) Content (%) RSD (%) Content (%) RSD (%)
Naringin 1.6 0.1 - - 1.6 0.2
Naringin-G 1.2 0.4 1.2 0.4 1.1 0.4
Naringin-2G 1.5 0.3 1.5 0.6 1.4 0.5
Naringin-3G 1.3 0.8 1.3 0.8 1.2 0.9
Naringin-4G 0.9 0.4 0.9 0.3 0.9 0.4
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6 B FRIEIC X AEERLE S Y o GRE2 0 C2010) T U Y,
i T (YA il RN = TR oL 1%

RMSiA RMS?E A g
Standard: 4- & N R ¥ L REMA T v Standard: 77V~ ¥ TR R
Content (%) RSD (%) Content (%) RSD (%) Content (%) RSD (%)
Naringin 5.7 0.1 - - 5.7 0.2
Naringin-G 3.5 0.9 3.5 0.9 3.5 1.0
Naringin-2G 4.2 1.0 4.2 0.9 4.2 1.0
Naringin-3G 3.4 1.0 3.4 1.0 3.4 1.0
Naringin-4G 2.5 1.0 2.5 1.2 2.5 1.1

FT RMSERBIOECREICIVERINZBEELE T oo fEhoik ) v
7= RO AR B O s

RMSIE (%)  TERIE (%)

Rk 6.4 12.9
v %) 19.3 29.3

RMSVEDERIL, TV P BRI OMEEALF VU > (Naringin-G, Naringin-2G, Naringin-3G, Naringin-4G) & EDH&
HiETh 5.
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JEA TR R BB (B 5 DL 2R HEEN /e )
BETETRINY O S B e D 7= 8D DM V52 B 2 28
(H29- £ fih-—1#%-007)

R 304FE EET IR o 4 i 3

MR FRERE « BEAFIRINY) O 1€ B R 5t DB R B9~ D k58
~ LA R & 2 BEAFIRINY O & B AR 5L O BRI 2 B9~ 2 WF9E~

WHIEs A KR

ENLEES AR A RN TERT AR EE MR

MREE

BEAFIIN O B MR DT DX, SRR - M FEZBRE T 5 2 &
TR HIKRBR AN T2 Z ENEETH L. AL TIE, EROSHTLFD FETITE
B O E DN EE 2RI DON T, FEEERSY & Rl — D% L < IIAEE o et U
ERAEELORGHV— NEMENLT 5 2 & TSR OIEORRE 2TV, f#i1E B oK
RHKRBRIEOREEZ RBULT 62 L2 BB E L, KFEEL, haT /A RREHETH
%Y a~y (lycopene), 7 FF I RIEFEIZEENS 7 v (crocin), VA LEIIEGEN
LEFTHDH 7 NV7 I (curcumin) ZxfG & Lo ARV — NOMSLZ{T -T2,

WHIE
ban) ot SN ESRVAESE SUTok SR g I
AR TAEATTEE

A. BFZEEBY

AFFETIE, BEE (RER) RN o Bk iR
REZEI 720 oI AT X 2 BEFIR
¥y o & B A 5L KOS EE YE E o fik 4G
BT A28 ZHIE LZ. Bz, ORI
oAz EEE U TR A S, BEREMEER
BRRICbEREEIND T A4 REEFLE
L7t DOBKEITY. IaT /A4 RIZHRR
IR AT 2 RIREAFETH Y, BIfEE TIT
700 FEEALL ENFER I TWD. 2 b O
T RIRFR B D> B85 5 dr F OFE AT
MHEETH Y, EERSIHEZBW T v~ b
7T 7k L U CIEfEMEIC R T B ek, B
MRIEENREESN TS, F-BEICBNT
b, FRHTISAR A3 TR BESC RN ORRBED 2 4 B
n, TOFRMEENET DO BILFE I
KB hvT A4 RO Z SME T 5
CLITEETHD. I, OfFERS DMy
B EF OB EMO AR E, EMRULE
BHAEEN & L CORIEDHT 1TV, ffifE

BN 72 RO E 2 RBULT 5. K
FEX, OOF—~<IZEREKY, b~ el
WZEEhshe7r )4 FROFETHDHY a~
> (lycopene) DERK, 1o/ FFTDRFERE
WZEEND 7 v (crocin) ZxtGE LB
v— MESLICB L TR 21T o 72, Ebizv =
VR EICEENIBETHDL I VT I
(curcumin) % &R L7z,

B. W5k

Jaxy, Javy, 7Ly IUEERER
Scheme 1~3 |24 /L— N THRT 5 EFE 2 57
<.

C. BREVUEBLE

VaxXy, IV IvE, TNETNATES
RHBEFEEINS AR Lz, 7oy 2B 0T,
FTDOERN— N EWESLT D720 DF T VUG
B L CHidt L7= (Scheme4,5). LLFIZ, 1
FNDOETFRCOWTCE#HT 5.

C-1) ¥V a2 DERL (Scheme 1)
L& 1 DERL
AKFET U T L (60% oil suspension, 4.16 g,
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0.10 mol) ¢ THF #&&¥&#% (100 mL) (Z 0°CIZT
trimethyl phosphonoacetate (14.6 mL, 0.10 mol) %
WTFLTIAT., ZOFEOIRMET 1 KL
L 72%%, Pseudoionone (90%, 14.2 mL, 60.0 mmol)
@ THF %R (100mL) i F LT 7=. £o
%, BIEF CHIBE L THEBHE L. 148K, K
ISR B K Z A TV = F L —T b
T3 [EHE, AbY T AWE AR N Y
LCHME, TR L, A RERER, U BT
rua~x 757 4—TCH (~FVr . 7mn
RV 2=91:9t040:60) +5Z & T, {LEW1
Z17% (2.5g) OIETHL (Fig. 1).

'H NMR (600 MHz, CDCls) & 6.87-6.82 (m, 1H),
6.17 (t,J = 16.5 Hz, 1H), 5.97 (d, J = 11.4 Hz, 1H),
5.75 (s, 1H), 5.14-5.09 (m, 1H), 3.71-3.70 (s, 3H),
2.34-2.32 (m, 2H), 2.27-2.24 (m, 1H), 2.13 (s, 3H),
2.05-2.03 (m, 1H), 1.85 (s, 3H), 1.69 (s, 3H), 1.61 (s,
3H); [ESI(+)-TOF]: m/z [M+H]" 249.

b&t 2 DERL

L&MW1 (2.39¢g,9.62mmol) % %K THF (50
mL) ([ZIEfEL, 0CIZCKRFBIRT VI =L
F 7 A (1.2g,28.9mmol) Zp->< VW EhNZ 7.
ZOFEFEOIRE T FREE@EEE L72%, 0°CITTK
ISRIZ KR ZIN A TG EEIE S . 221
IM %Nz C, YF)Lo—7 /LT 3 [alf
g, bt aEZfafmigKkEF M) ¥
LOKVANR & faFnE b b U A OKIATR T YR
L7z, Wi F VU v AT, EBL, ki
BAET D Z LT, BT ba—UiK (1.56g) %
Bz, ZOHARYIEZ L BRI ROK
e W=
[ESI(+)-TOF]: m/z [M+H]" 221.

L7 L 21— LK (1.43 g, 6.5 mmol) D HE/K THF
WRIR (43 mL) [Z5IRIZ T Znl, (3.11 g, 9.75 mmol)
AT 5 5B L. Z OWIKIZ triethyl
phosphite (2.4 mL, 13.0 mmol) % /i X THIZEA

(65°C) IR L7z, 20 REMBIE L%, MG
Z IR AN U CIRUERRHE L7z, FE 4 2M K
b U U AKEKEMAT, YTz —
TVT 3R, G- AEE AR b
U U AT JEEL, BIRERGEEZ, b
Fhra~ NI 57 4 —THEL (~%H% 2 fE

T/ =6:4t01:9) +5Z&T, {LEW?2
Z10% (225 mg) DILFETH7- (Fig. 2).

"H NMR (600 MHz, CDCl;) § 6.41 (t, J = 13.2 Hz,
1H), 6.18 (t, J = 16.5 Hz, 1H), 5.90-5.87 (m, 1H),
5.46 (q, J = 7.2 Hz, 1H), 5.15-5.09 (m, 1H), 4.10-
4.07 (m, 4H), 2.72 (d, J = 8.4 Hz, 2H), 2.12-2.09 (m,
4H), 1.82-1.79 (m, 6H), 1.68 (s, 3H), 1.61 (d, J=5.1
Hz, 3H) 1.31-1.29 (m, 6H); [ESI(+)-TOF]: m/z
[M+Na]" 363.

U aXrOERk

&% 2 (52 mg, 0.15 mmol) (2-30°CIZT -
BuOK (52 mg, 0.15 mmol) ®#E/K THF (160 uL)
/fEK DMSO (20 uL) ANz T, TDOEF
OIRE T 2 FEfE B L=, (2E4E6E)-2,7-
dimethylocta-2,4,6-trienedial (167 mg, 1.02 mmol)
DMK THF (160 pL) /#E7K DMSO (20 puL) &
WREMZT=. ZOFEEORETIS B LEZ
%, S|EICTIRHSH L. RISKEZ 7 v
RV LTHIRL, faFEHEAKT 3 B
NU D ATHME, JEBL, BRERETDZ L
T, MR EE-. ChaexX ) — /L Hhick
WS, mOOBEL CREERET D Z L TR
fEERE LT 6.2% (23mg) DL T lycopene
z=1%7- (Fig. 3).
"H NMR (600 MHz, CDCl3) § 6.64 (d, J= 13.8 Hz,
4H), 6.49 (t, J = 12.3 Hz, 2H), 6.35 (d, J= 13.8 Hz,
2H), 6.25 (d, J=12.6 Hz, 4H), 6.18 (d, /= 10.2 Hz,
2H), 5.95 (d, J = 9.6 Hz, 2H), 5.13 (d, J = 25.2 Hz,
2H), 2.17-2.11 (m, 12H), 1.97 (s, 12H), 1.82 (s, 6H),
1.69 (s, 8H).

C2) 77 DA (Scheme2) !

Vanillin (0.60 g, 5.00 mmol) & tributyl borate

(2.75 mL, 14.0 mmol) ZFfE=F /L (2.5 mL)
WZIRfiRE L, 2RI T acetylacetone (0.25 g, 2.50
mmol), boric anhydride (0.12 g, 1.70 mmol % /J1 %
7=. 30 [ #%, n-butylamine (75 pL, 1.25
mmol) DFERE = F /VEHE (1.3 mL) % 15 437 F
THE T L72. SRS T 10 BE##R%, 60°CIlZ T
0.4M Haf% (SmL)Z %2 C 2 REfBH L=, =ik
IR LT, B~ L C2EHHL, bt
oA )E 7 B IR T, e Y U A

140/158



THAME, T L, WIKZRMER, BT
n~v 7774 —THRE (~FHr 0 Bl
JV=4:1t01:2) 5 Z & T, curcumin % 28% (410
mg) DR TH- (Fig. 4).

"H NMR (600 MHz, DMSO-ds) § 9.64 (s, 2H), 7.53
(d, J=16.2 Hz, 2H), 7.31 (d, J= 1.8 Hz, 2H), 7.14
(dd, J = 1.8, 8.4 Hz, 2H), 6.81 (d, J = 8.4 Hz, 2H),
6.74 (d, J=16.2 Hz, 2H), 6.05 (s, 1H), 3.83 (s, 6H);
[ESI(+)-TOF]: m/z [M+H]" 369.

C3) 7 akFrDERR (Scheme 3)
sutFreaiPHEE L TI/rnv a2
YA — hEHRE L. BHEERE LMY
T T VT e REHREE S LcA Il &
>T, Zuy Uik E LT kT
(crocetin)DE R E T2 T L7z,

C4) /7uvrARRAETMVEED DA KR
(Scheme 4, 5)

SERBIRE R 7 a S VAR DT DET IV
ISEFRE L, FNEFERT DDA 1-11
DER BB LOET RIS EITR -7,

{EE 7 DAL
1.4M /Kf2{bF R U o 2K (129 mL, 0.18

mol) (Z 0°CIZ T 2,3-Dihydroxypyridine (10 g, 0.09
mol) ZIfE S, 15 /i, mifes A F
/L (8.52mL,0.09mmol) % i T L7z. ZD1%,
FOR 2 SRR FHR U 3 BRI L7, ORI
WZHERRZMZCpH 287 & L, ZarakiLh

(100mL) TelEH L=, &bt aikE%
Wifg7 R YU v A THIKE, BEE L, T8 & IR,
VUMV a~w NS T T 4 —TRER (F7an
BRIV AH ) —/L=100:0t095:5) 52
ET, ALEW T & 17% (1.92 g) OILETHI-

(Fig. 5).
"H NMR (600 MHz, CDCl3) § 7.05 (dd, J= 1.5, 6.3
Hz, 1H), 6.77 (dd, J = 1.8, 7.8 Hz, 1H), 6.25 (t,J =
6.9 Hz, 1H), 3.85 (s, 3H).

L& 8 DAK
HlEER (3.12 g, 18.4mmol) %7k (23mL) I
g <, =R TS 7(2.30 g, 18.4 mmol)

D 0.4M KEE{kT F U D LKEEHK (46 mL, 18.4
mmol) Z Nz 7-. FIRIZTT IEFEM L <#E#HL
72t%, A7V —RORIGSHKZIEE L, [E{EzZK
(138mL), W TA ¥ /—/L (20mL) (2 CH
WL, Bon-BREZmEZE N T s
, (LAY 8 % 89% (3.8g) DULFE Tz (Fig.
6).
"H NMR (600 MHz, CDCl3) § 6.95 (dd, J= 1.5, 6.3
Hz, 1H), 6.73 (d, J=17.8, 1H), 6.21, (t, J= 6.9 Hz,
1H), 3.85 (s, 3H).

LG 9 DERL
Pena-O-acetyl-B-p-glucopyranose (2.0 g, 5.1
mmol) D7 mr XX KR (SmL) IZ=IRIC

“C dichloromethyl methyl ether (0.45 mL, 5.1 mmol) ,
RUNT ZnCl, (0.69 g, 5.1 mmol) Zwp-< Y &Hl
Z Tz, TDOk, RIS E 60°CIZT 1 RefE R L
7o, FIRIZE TWEME, IONEEzY 7 am A4
> (50mL) TAIRLK#HAK (B0mLx2), fidfn
RIEEKFET N U U LRI, fafn BRI Tk
W, BT b U UL THE, L, EIRATR
Mg, SBblchrxzy (15mL) T35 2 &
T, a7 v REEEZSE. ZOMERDITZ
AL ERRE TR O RO IRz, AR
WMo L UK (18 mL) IZ=IRICTILEY 8

(1.4g,6.0mmol) %Mz 7=%, KIGHK%Z 110C
(2T 6 BERIHE U7z, =|IRICE THEIg, s
WatT A4 MERL, 567K A ffn Kz
KFET MU U LOKEEHR, SR EHEAKIZ THEA,

e U T A CHME, R L, IR A IR R,
VU aw KT T T 0 — TR (~FY
Vo BT L=7:3t01:2) +5Z LT, b
EW9 % 59% (1.37g) OWETHE (Fig. 7).
"H NMR (600 MHz, CDCl3) § 7.71 (dd, J = 1.8, 5.4
Hz, 1H), 7.11 (dd, J= 1.2, 7.2 Hz, 1H), 6.94 (dd, J =
5.1, 8.1 Hz, 1H), 6.25 (d, J= 7.2 Hz, 1H), 5.33-5.39
(m, 2H), 5.20 (t, J = 9.3 Hz, 1H), 4.26 (dd, J = 4.8,
12 Hz, 1H), 4.13 (dd, J= 2.4, 6.6 Hz, 1H), 3.93 (dq,
J=2.4,9.9 Hz, 1H), 3.82(s, 3H), 2.03 (t, J=3.0 Hz,
12H).

1A 10 DA RL
&9 (1.34 g,2.94 mmol) OF T L A
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(15mL) (Z==iE1Z CTHgBr, (0.53 g, 1.47 mmol)
ZINZ 7%, BOSIE % 140°CIZ T LRERNEGE bR
L7z, SIRICE T, RONRzFifg—F /v
THRL, B4 MEB L. Soh-IEKkE
KCHeEL, Wi RV ¥ AT, JEEL,
IR E %R, vV v ra~ NI 74—
TR (%Y BT /L =7:3t05:5)
T5HZ LT, LAEWI0%14% (182 mg) DULER
TH37z (Fig. 8). EIJREICTH D59 (287
mg, 21%) B L7z,

"H NMR (600 MHz, CDCl;) § 7.72 (dd, J = 1.2, 4.8
Hz, 1H), 7.13 (dd, J= 1.2, 7.2 Hz, 1H), 6.94 (dd, J =
4.8 ,7.8 Hz, 1H), 6.74 (d, J=4.2 Hz, 1H), 5.74 (, J
=9.9 Hz, 1H), 5.18-5.22 (m, 2H), 4.31 (dq, J = 2.0,
10.2 Hz, 1H), 4.25 (dd, J=4.2, 12.6 Hz, 1H), 4.05
(dd, J= 1.8, 12.6 Hz, 1H), 3.88 (s, 3H), 2.04 (t, J =
9.3 Hz, 12H).

L& 11 DE L

LA %10 (6.3 mg, 14 umol) (2R IZ TNaOMe
DALZ ) —)VIEHE (20 mM, 140 uL, 2.8 umol)
AT 15 MHRER LT, BOGHK % I,
Wikz VWS a~ N7 T 7 0 —CTHEll
(Yruma AL AKX ) —L=85:15) T5
ZET, ALEWIIE49% (2 mg) DR THET-
(Fig. 9).

"HNMR (600 MHz, CD;0OD) § 7.67 (dd, J=1.8, 4.8
Hz, 1H), 7.31 (dd, J= 1.5, 8.1 Hz, 1H), 6.98 (dd, J =
4.8,7.8 Hz, 1H), 6.45 (d, J=3.0 Hz, 1H), 3.93 (t, J
=9.3, 1H), 3.85 (s, 3H), 3.72-3.75 (m, 1H), 3.624-
3.631 (m, 2H), 3.62 (dd, J = 3.0, 9.6 Hz, 1H).

D. &

PEFRD I3 HHALZFE D FIE TILE B O EMN
R EE 2NN T, FREERG Y & R —DH L
IFREWE O M T E & AR O£
BV — N EMENLT D Z L THE R HTiED
BARE 21TV, {8 B ok 7o A SUBRIE DR E
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Fig. 2 "H NMR spectrum of compound 2 in CDCls.
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Fig. 5 '"H NMR spectrum of compound 7 in CDCls.
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