BAGBREREME (RihDOREMRIEETEER)
RN ORBRIE DRRF R R EIZ -5 < ZEMRRIC T T HH5E
w0 b EE MR EE

B NMR & AW - 5ERBROBRRICET 5858
—bE—J/BIEICLDBE T Y VD gNMR fEIT—

WHoE A PR = [ENZEE S R S AR SR T R L TR N T

FZEEE NMR A7 bV ET2SIKRE 2R IKONFZREERNERVES TV Y
YEETNE LT, B—7\IEIC &L D BIER M &R RS R AR L7,
V— 7 @ EIENDE M U BRI IR, SPRE & MREREDN 03~3.7%ThH Y, &
MM & RESTRBEST 2 2 LT o7, s, #axbiE Iz VW Tk, 2 ToREHS
BOWTSHEIZ LT S0%RERWHEE ChH -7, ZORREE LT, i+ s~
0 R OREROENRE 2 S, BEREEH ISV, B AR T
Fl—D7m hr =7 ZHEELTclc), ME— 7 ONERITIZIEEL S, ZHRE L
REORERBF Oz, Lol MERHIZIS W TIE, gNMR FIRNEIE#ED 7 o k
VE—ZIZX LT, FU Yo7 e o E— 2 BIBIATH o T FlEE DN E /)
Pl S LTz, NMR BE—7 @ 3EE, e hURERDVH I Z DL 0 E E
NMR O FiEE LTAHAEZEZX LML, FHETHERLE Y 7 hor v —20%
PAEME O WL WG O ZEINT HMENH D,

A TFRBEH
& 8 NMR (QNMR) (%, Fe23 E O & b
= 3 5 D S BT
BRI A E
ERAEER OHKRRE LTRSS
TUW%, NMR ZEE T, TH R E 03
400 MHz Pl E DO @Eléds NMR 2 W% 2
LranTnbd, L, ZhboiEE
IR DOEDOTHY, BABEKR~NY ¥
LFHEOMFFENE . TXTOHHTE
BB NMR 2 L CW\WAbhIif T
L7220, 2D 728, NMR V72 al By 52
T DHEBIXIRE SN D,
NMR (3@ WEMERE & E &ERE

& FEA

CET O AEE NG LT,
FERO ARG T OH T,
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ifu\é NMR #&& O K st 2 & T
BRI T BRSO
%%&E@ﬁ%ﬁ%«@ﬁ%ﬁﬁﬁén
%, B TiE, EWNANTHE E NMR OB
HEREALTEY | 2T LC/MS X GC/MS
ERIBEOaX N TEANRFARETH D,
IHIT, NY ULAFHEDNRERT D,
KNI T R TOSHEEIC D < & b
NMR 1 ERREINDIZTEELTHTE
HHEEBEZDBND, £ TARIIETIT
F E NMR % 7= Bk 3R o BR 3§ 12 B
TEHMEE LT, BE— 7@ SIEICHONT
DR ZAT 96
—MIZ, QNMR 27 [ L OfiERT 71k



I ES D, BSER. &
BRBRO7Ta o — 7 miE A ST
HRETHD, 72120, BolEN»L IRk
IRERSWRERE G D T2, EEXF
RZOTa N E—I PO T e R E—
7 L FITEEN TR T R R B 2R,

—J., E—7 @m&EOLE, ERVED
7u hroEe—7 kv IR TOIUIR,
ENENORmI LT 52 & T, Eff
IR53BEE DN IR T & D, AT FIEIT,
7 bR ERDZEDEVE E NMR
IZBWCTHHZRBITFIEE B2 b,

L LD, =7 mIEOEREE
BT D& TR, £ 2 TARBIET
TFV Y EETVEEHE LT, ¥
— /M SEOREEZREET 52 & & L,
TV TR, T D20
FHLZEEFO7ZD NMR A7 kL kI
I, 2SR E 2RIEMB D 2O YT A
TUA~—PEHEhS (K1), mED
71 N ALIEEICUE LUME IS S A R
J 7o, H AR 600 MHz ¢ NMR
EEZHNTH, BTl R R Z 5
BEERT 52 LIFREETHD (K2), %
ZTCL28-F VP E2RTFI VD
REWEFELE L NMR B — 7 & 35D
BB U7 B &S OSBRIz o0
T, X o nra~ 777 40—
57 QNMR TR 7= S HE DS IR & ik
L NMR E'— 7 & S L O % F4f L 7=
DTHET D,

B. BFFEFIE

B-1) BB R UHEK
BTN E L THEEIRTND T
YUV 48 (A93, A AETY ; A94. Bt
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Ml A173-1 LN AL74-1, CA#EHY) 1%, H
AEMEIH B CAFLE, T
U d 28 (KK 2R ROFEAE I,
(¥R ERV Ao 2nbEALE (28
F U v, Code No. NS153102 ; 2R-7
J ¥, Code No. NS153202), A%/
—/ b (CatNo.25183-2B) KUY A F /LA
LR F R (DMSO) (CatNo. 10378-00)
BRI (BR) OEAL, =& )
—/L (CatNo. 052-03343), ~FH > (Cat
No. 080-03423) , H /KA b A # / — /L (Cat
No. 138-18703, AT, HA X/ —)L) Kk
OFRFEIEHEY)'E 1,4-BTMSB-ds (Cat No.
024-17031, FBAEME 99.9%) X, & L7 A
L LFEHIEE (BR) 2 OlEA LT,
B-2) #EKURE

NMR X, AARETF (F) # INM-
ECZ600R/S1 ('H A5 )& % 600 MHz)
EHWRE, Y 7 F U= T,
MestReNova software, v14.2.1 (Mestrelab
Research) Z# 7=, H I NMR I,
Magritek #1:# SpinSolve60 ("H g J& 17
60 MHz) =M\ /o, @il 7 v~ b
77 70%, () BEEERFTE Prominence
series (4A— h¥ 7 — :SIL-20AC, %
WA 7 LC20AD, 1T LA —T 1
CTO-20AC, 7+ N A A —R7 L A
(PDA) B 25 : SPD-M20A) % Fu 7=,
1w LT N L— 4 —[3, EZ-2 (Genevac )
R To o B RS R % % 13 FDL-2000
(EYELE HUR B bastsk st i) 2
W7, UL b7 7 v RKEIE XPU
(Mettler toledo #1:5) v, I 7K
FRIZ, BM-252 (k) =— 7 K7 A
) AW, BEIE ANy X — X
Multipette®E3 (eppendorf ft) % V72,



B-3) NMR &

UL T I REEHWT,28-F Y
VUVETIE2R-TFTV VUK 10 mg &
B LD, "AT VB L, ©
BENE Ry X —ZHNT, BEAKX ) —)L
1.0 mL 2% . & ESE72ikiZz NMR H
AEHRE Lz, 2 NMR A#REHE 0.6
mL Z NMR A&EERE I8 L72% . NMR
PIE AT LTz,

B-4) % /L HPLC &

R REEHANT, YUY (AY4)
F130mg ZFREBEICED LD N T
BlLl, £ZiC, 8~y Z—%Hn
T, =% /=1 30mL Nz, BiESHE-
%% HPLC H#UEHE L L, 9 AD 10 mL
AT 3mL T205FE L, L
7 HPLC #BHE A, ®iRE7213MmE T,
0+1+3-6-24 FFH#F#FE S E721% . HPLC
HIEZITW, TV Yo RME R Z R
H L7z, A%/ —)L & DMSO IZIAfR &+
72 HPLC FEEHEICOWT b, RO
SEIATo T, 722 LA K —/L L DMSO
(ZVRfiE S W7 HPLC H#lEHKIL, B EA

(NFH /=y ) — VR (6:4)) & D
BUFHERME N2, =& ) —)VIZE# L
Te#ICHPLC otz 1o 2 & & L, B
REJTIZ, AZ 7 — )UTE LT AR L —
H—Z AT, DMSO [ Rz 8% %
WT, IR Z eI ESE %, =X
J —)V3mL &1 2 CHEMF L, HPLC 43
Bricft Lz,

% J /L HPLC &4

kb0 1 mg/ml, # 7 & : CHIRALCEL
OD-H (4.6 mmx250 mm, 5um, %A1 &/
FREL) . T AR 40°C, WEE ;0.4
mL/min, JI7ERR] : 40 43, BEHAE : ~F

»—iv
— e
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/s 7 — VR (6:4), BHEE
282 nm

HPLC HFUEHE O A IEIZ DWW T
WLL72%, TV Y4 8250 T
T EAToT2, UV NT 7 KEZH
W, K 10mg ZfEEICED L A
TIVIC AT, 22, EE#rLy X —
ZHONTEY M-/ /—/ 10mL %
30 mL /SA TN Z CTlafR S, 308
e Uiz, #BHIRA HPLC /31 7 iz
B L# %, HPLC Zo#Ticft L7z,
B-5) gNMR I E

WNITAEHECH D 1,4-BTMSB-ds I 1 mg
KO Y Y 10mg R EICED &
D ATV ARNEAZ /—/L1.0mL
N 2 PR & gNMR iR & LT,
qNMR A EUEHIE 0.6 mL 2 NMR FaBR 4%
2B L. gNMR JlEI2fAH Lz, Bohiz
qQNMR A7 b L& B — 27 & Sk &y
ETHENT L, TV P oMK &
BE(MRMEREEME) 222 nfEH
L7z,

MERHTIEITRORICHE - TEEL
726

AIC HA MIC WS
ZZTL A, R H e b M,
sy & (g/mol) ; W, M&EME (mg) ; P.
MR (%) ;5 ay Z2HTHR (U P 0)
oy EMEHEM'E (1,4-BTMSB-d4) ; s, 7
Bl

agNMR & S

IV AT 2 90°, HASHLL 0 5 ppm. Bl
HIE - 20 ppm, BV JASEER] : 4 D, RIE
IRfH : 60 Fb, FER I : 8 Bl BC T A
VT b0 PERE : 25°C,

Pg




(fiy Bl i ~ D B )
N O 6T RaARY/RY SR AR RN A
AN

C. RERUELE
C-l) FREBEBEIIBITZFTI VYDA
PEABIZ DN T

TV VAT RFEOREAR pHLIRE I
Ko TERMEEENET 5 Z LN b
TW5 Y, REFEORERER I T
b U Y ORI HE I A )
THZENRBEINT, £ T, FHE
PR ST U Y o B R
(28/2R ) (oW T, 7 /v HPLC %
AnwTE=2Y) 7452t (K
3),

4 10, DMSO &I A2 W THIE T
TV EHEIED &, RERORKIE
&L HIZ 2R KM 28 IR ~D FMEAL A3k
Fr, BRI EE Uiz, BRI %
TIXRIEIREY 0.85 TH o723, 24 FE

#1213 0.99 [TF TEHE L Tz, 728,

ZOEENT 24 FEELIRE bR &b
D5, FATHRZE T, BUBHZ X - Tt
IR ENEREENFET D EMELTEHD,
RAKIC I B R o BB b Ik 5 25
Abid P —J, MERTTI YUk
FRE S5 L. DMSO 236EE L, BAPEA
T EE Lirno T, Rk, =% /7 —
RA B ) — IR S E BT B W
ThH, HiESEHREICEFRZR S, Bt
BHITIFEALEEB L 20 o7, LLED
Z b, ABFSETCIE. ¥ 7L HPLC #ll
EOREFARII = ) — LB D Z b
E L. gNMR HIIETIFEA X / — /& H
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WwWonZ kbl
C-2) P—/®\mIEICAVWSE e bro
BE

F VY% NMR o356 &, AR
7 MV EIZIF 2SR E 2RIED T & |k 2an
EHpoRETBI NS (M2), £2
T, WHEOERESZ NMR oL, i
FThEilER T b 7n b vE—2o %
BETHEE LT,

X 5 \Z/RF3#E Y . Rha-H1 & O Gle-H1
IZBWTIX, 2SkE 2R IKERZFhov
— 7 My T EWMNTHZENTE, L
B DB — 7 @& SR X D ##HTTlE, Rha-
Hl XO'Gle-H1 Z Wb Z & & LTz,
C-3) MR : ©— 7 /I vs.
%5 ) HPLC

ALY )= VMBI T o
4 8L (A93, A%, A173 K TNAL74) %
gNMR HIFEIZAT L, BE— 7 mS{EN D R
PEfRLEE (2S2R th) Z#HH L7z, FHEICH
V72 Rha-H1 & Gle-H1 O ¥ — 7 [X[X] 6 (2
T ALY AT TRT,

BNZ, =& ) — VRIS E =Y »
T 4 BT Z L HPLC HIEISAT L.
BRI A B H L ONMR B — 7 & & {ED
RO BMERE L LT (1),

ZOFEE Rha-Hl O — 27 & &5k
O BMEREIT, 4 BSETITBW T,
¥ 7 /L HPLC & OFEXRZ 0.3~1.8% T
Holz, £12. NTDX1X0.0~0.5% & /1
<, AWK EE CTREfTRTRE & b7,
AR, Gle-H1 IZFEXREZE 2.8~3.7%.
NTD%([F02~0.9%& Rha-H1 LV ©, 2%
FORZONT OXNRHR I NN, F
7V HPLC OfER ERE EHET HZ &
X727,



7¢¥. Rha-H1 & Gle-H1 DS~ & |~
YE—=ZIZonTIE B oA Y A Y
VISR EEREZ T CRBY, e b
BRPEHETH T, Tbb, B—72
DENNZ L, 28 K E 2R ROFRI A
HCThHol-, ZOZ LMD, BE—IES
HEaERAOCEREREEZEH T80T,
HERZHR LT e — 2 o7
W7 hEHWDSZENREE LY,
C-4) MIECHEH : ©—7 &Ik vs. B
SHE

FOREEEY)E 1,4-BTMSB-ds % PN ERIE
Yl LT, gNMRICEV T U D 4l
fh DMK MEEZRD D L L LT,
qNMR JIEIZ L > TH LN AT F L
. MOEEE—IESIED 2 DO KA
TR L. 2S KL 2R (KD B HHE % 5
HL7-.

f R a2 2 1”7, FHITETIX, Rha-
Hl N OROHMED S, Gle-HI LV
b 2% BREEWEZ R EAICH o 72,
F54315C Rha-HI & O Gle-H1 253Kk ®
THE L, BRBEOEVH DT A3 D
92.0 X X 94.2% K\ 6 DT AL73 D 80.2
KN81.5% T -7,

W T, B — 7 @ SIET 4 B oM
PEHT AL L, HEICHW
1,4-BTMSB-d;. Rha-H1 & Gle-HI @ t°—
JIEX 62T AX Y AT TR, BE—7
m SN HRD T 4 B OMEIT, U T
FEOTIE TR O I LV 50%F2 AR
Rlirolz (£2),

ZORRDO—oE LT, NEIERETH
% 1,4-BTMSB-ds &, Rha-H1 /% Gle-H1
EDOHEIEDOENRE 2 ST,

X 6 X, DR~ 7 ME
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(0.06ppm) TENZENDE —7 & FKIR
L7=bDTH D, 1,4-BTMSB-ds D -1
e ¥y — TR A LT B,
DOE—71Zxf L TH VU > ® Rha-Hl /
Gle-Hl OE—Z [JFIATH Y | fERE L
T, MU DN/ NG S vie & B R T
C-5) E_E NMR D#H

Ta NUBERDLIEDZVE L
NMR (ZEBEWTH, B =2 b v F03EENL T
WILIE, B— 7 mSiEE VTS
NA[FETH D, £ Z T, YD qQNMR TH
WoEERE TH RIS RS 60 MHz 2
NMR (ZfF L, A7 Mvafiggd Lz (K
7)o

60MHz O E. ENMR TiX, 7 U v
D7 v kPN EELL EICEZR D A, 600
MHz T Bl "8 Td - 7= Rha-H1 KO
Gle-Hl O —7 b v 7 TT o, fjffr+ 2%
ZEDNRHEETH ST,

-
—

D. A&

NMR A7 kL B¢, 2 FED AR
RICHKT D70 b RNERVED T
VYU EET VLT NMR BE—7 & &
1EIZ K2 BMEARO S BT 2 et L7z,

B — 7 & SEDVHENE DR A R < %
JAHZEEH LN TH D, [C-4) MED
BH: v—/EX¥%E vs. BOE ORL
7o | HEEO R D v — 7 Rt (1,4-
BTMSB-dsvs. 7~V > ® Rha-H1 X%
Gle-H1) ZEMEICHWD &, Akofa L
K& T L7-fE RN E NS O THEE
MULETHD, —J. 1C-3) BEEED
BH: v —27®&¥E vs. ¥ F/VHPLC) T
RLTZEY . B— 7 @ SIETRMERE A
B LB ORERITB IR E & K& < Tepf



THZ LT ol TAUE, B
THMEEMEER 7 e h B —7 [+
L T\ Th D,

Fo, =7 m3EL HEE NMR (T
BT 28, \LAMPEHETH LA,
AT b EOTe hrv—7 OmkE
A D Z L PN L 72D FRENED B D
ZEMBZORICEETHAMEND D,

UEOREBETL, E—7 @Sk
Z W7o NMR R4 | FRIZE MR
MBS AT D Z EMAlE L E 2 BTz,

E. &3

1) Wistuba, D., Trapp, O., Gel-Moreto, N.,
Galensa, R., Schuring, V. Anal. Chem.
(2006) 78, 3424-3433.

2) Caccamese, S., Bianca, S., Santo, D. J.
Agric. Food. Chem. (2007) 55, 3816-
3822.
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FRRRE

1) I TRE. VERTRE=. KMSR. faiE
. BT, ZHBC. EARER
gNMR (2B 58— 7 @ SO
& @ naringin %5, % 5 B HAE
# NMR B E=42 (2023.12) (I
I )

ML RERE

7L
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OH

OH (@]
X1 FVU o ofbFEs
2 WA ARF L &R,
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| ﬂ | r | \
“ \ Mﬁhk _ JmJ \ ,ﬁbd\w\k J u}fﬂ H J lx JMWMLw ﬂM\ _ j"‘m\ JM “A M JN-M'L J,J"‘Ill\._mt ‘J | \

l
L_/J ! ‘u“ AR J i !\ L

-

2 FU Ty QSIEKEON2RAIK) DIREWD 'H-NMR A7 KL
600 MHz @ NMR #E& % FHWCHIE L 7=,
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mAU 2R
300-

250-
200- 2S
150-]
100
50

0

min

0.0 5.0 100 150 200 250 300 350 400

X3 FF/LHPLCIZLAT U T d2SIRE 2R KD HfE
2SR E 2QRIKZFENEFNOEREF, O/ u~ N7 T L&KL, B—7 ZRE LT,
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—+—Ethanol %8  -=—Ethanol %  —s—Methanol &8
——Methanol & —+DMSO &R  -e-DMSO H&

1.000
0.980
0.960
0.940
0.920
0.900
0.880
0.860

0.840
0 5 10 15 20 25

SRR L T o BE S ERE

4 FREEEET CHESELROT Y v ORMERE (252R ) DL
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| H2 Rha-H1 Glc-H1

28 | 28 I |
| It

‘ M ‘ |
- JiL L iUL‘I I ,“J.l‘ .’J‘. |l - JUR - ‘ N 7‘ I\
2R 2R ﬂ

J l l Al IMI \ M .
IB I7 Iﬁ ‘5 I4 ‘ I.'j I ‘2 ' I1 I ' 5.‘40 ‘ 5.‘35 I 5.‘30 I 5.‘25 I 5.‘20 I 5.‘15 I 5.‘10 I 5.‘05 ‘ 5.‘00 '
f1 (ppm) f1 (ppm)
5 TV YU 2SEKED 2R D 'H-NMR A7 kL
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1,4-BTMSB-d4

* | *
2R
Naringin 28 **
Rha-H1 ** 7
| " | “I
. 2R g
Naringin *

Gle-H1 * T

<— 0.06 ppm —>

X6 fENTIZHWEZ7a ko —o
70 hUBABE AV URERICE o THRE L TCWAEA, HEL-E—T 05X %7

STEHEL, ARFLE
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B E—2 (CDsOD)

‘ |
. \\ — m |
I | | N |
A [ |
N . I o I
| || | [ [ (’]‘-"\ ‘-‘M\."%t‘ v I \I|
‘I\ i w.'j\ ﬂ". /\,‘|‘ /B [ v L) A ‘I‘U\
AV [ foN e ) LV /
T WA N S U WA A R M/ Ve A od M

7 HENMRZHWEFY Y (A94) @ 'H-NMR A7 kL
HFEEIL {) 1X. U > H2, Rha-H1 & OF Gle-H1 [ZFH24 9 2% fiEdk
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#F1 NMR E—7ESHEICLD T o U BRle (2S2R ) B H

1) Y—Z7®\EI¥¥E 0893+0.003 0.905+0.008 0.864+0.001 0.879+0.002 0.861+0.004 0.891+0.002 0.939+0.001 0.961 & 0.002
(2) %7 /v HPLC 0.880 + 0.001 0.849 £ 0.002 0.859 £ 0.004 0.935 +0.001

FAXHE (1) / ()] 101.4% 102.8% 101.8% 103.6% 100.3% 103.7% 100.4% 102.8%
eUEHREL 1 [, I 3 [A1CFhE L7z,
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#£2 NMR E—7 B XEICLAF Y oo Ot (25 & 2R DA EHIE) O’

) v—rE3E 422426 437 +223 442 +35 454+27 33.6+04 35.1+0.1 452+ 6.9 44.6+5.1
) FEE 94212 92.0+ 1.1 923+0.5 89.7+0.6 81.5+0.3 80.2+0.8 90.9+0.4 88.6+ 1.0
FEXRHME [(1) /)] 44.8% 47.5% 47.9% 50.6% 41.2% 43.7% 49.7% 50.3%

eUBHRE 1 ], B 3 A CHEsE L7,
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