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1-1. NMR 75 R =4V 2 Bk

NMR (ZHHEALA D OREEFATIZB O TRPEIRNTE L2572, NMR D OAELNHTEHIT
Gy O, SLERE, SOIZIE0 FROM EEREZIEICh-5. EEOM#ERE FEDW
BOBNS T, 5 TIIPLE CORSITEREBO TN TED. — 5T, HohizZL ol
Wa ELERTHIEM CETITRESTAERICE D EL D72\, T IR W TR EEN A U7
BAIE, NI 7 T OIREETD T, FIEOHRIROKEORE(LEITIRETHD. H
19 DAL T O IEIC Lo TR D720, HEB LA OTEIERNCE X DM ERH DL,
HOMLHRTR A S TR ETHWRR T —F 2 LA AGDH LN AHETHD.

FVTHEL, NMR f#T I BV TRA OREZ A2 DD VEDTHS. NMR ([ZBW T e
NIREDNBEDZANIH TV TN XD T F DL T B ENBERT O S 72 D EF
BRETHHZHLRLT, AVIPEIEREOSIENMEICZLL, ZEAE DT ah v T F Vs 3~4
ppm [ZHEFT 57280, AT ML BT RNV T FILOERDEWVNAELD. EITHEOSA K
W7 )~ —OFHIRA WML, 7 F LD ERVEVREILT 5. F2THITREOfEAT
TlE, 7ahr v 7 VO ERDE VB I OEIUTER T HREO wR A L EE L7225,

FUTPETHHEDS 2 255 10 HRERK A LIZLDOTHD. AVTHEO RO FHFO LS OEHZHE
I, ZLOGA, FEREDOMIZZVav FiEA TORB->TND. Zhva—AD X577 v
R—=ATIE I LA —RY, TVTh—=AD L7 b—ATIL 2 (A —RAZERRIF 153 2 EfE &L
TBY, ZhbaT ) Ay INLERES, ZVAL NREEIET ) Ay IS TR OfE & T D,

FVTFEOREHE I IHIENZL, a7 072N R ATHETH DT, TOMEEITZEEICE
TG, REMZ2AVITRETHH A0 —AIADIKR TR X —RELTRIHSNDEN, o
SOFVTHETENELIETHD. LoxLaenh, IBRNMIEICELESNILORHY, ZORESRELT
OBEREMEDVE B SIVTWD. BEDRBELIAN D43 T EFEA LT Db HY, TR IARRT TR IAR
DOEFEARIZIRS KIRITIFIEL, Hix R EBE R A 95, F70, FROIETIE, 2o 0BG b
FHOBEREMEBAZ AT T2 GE N AN TAT IO TG, TSRO A ) TP I X BRI AR AT 232 3
TWAHA, HfliZr “HE Cho THMEDRWE DN EL, MFENIRT —F N —ADMEEITITE T
AV

1-2. BFZED BEY

AWFFETIL, T b7 FADERDENEWND BEZH R 54V THEZ 11012 NMR f# AT 21T
Stz T, HEBICHOWOND FIEOMAE DI I RIS ST T2 TIAZ T T 528,
O, ZOTNETITIRNT AR EETH 7= FHN R U CRUERERO T EE %, Tha Vi
IR Ro Nt = 3 P B



o2 EER A
2-1. i FARESRF JLONHIE S

NMR & Bruker AM500 ('H : 500 MHz, °C : 126 MHz ) CHIEL7Z. o—71%, 5 mm F=
—7'® BC-NMR HIE1Z1% 5 mm "*C / 'H dual probe, 5 mm F=—7 DZDfOHPEIZIE S mm
'H / C inverse probe, 2.5 mm F=—7 DOH|E11% 2.5 mm “C/ 'H dual probe Z /-, 4T
DORNE XTI TIT o7z, EARHORETIE, IMNBEEAET TSP D7 1k, I—Rr DL FL 7 M
0.00 ppm EL7=. EAX ) —/LHORETIE, AFNVEOFKRE 7 abhy Db 7 M 3.30 ppm &L,
AFIVEEH—R DAL T e 49.0 ppm EL72. A VUTHE 11X 6 mg/ 0.4 ml (D20), BCBEA 5 1%
10 mg /0.4 ml (CDsOD)ZFHHIL, 5 mm F=—7 % =, AVTHE 4 13D & Th 7272
», 2mg/0.06 ml (D20) IZFAL, 2.5 mm F2—7 & /e,

TRIE NMR OBESAETEE 2.1.12F LD, FRITROWIEFIZAI MV OITEIR L.

MS (% JEOL JMS-AX500 % i\ 7=. FAB-MS (% TEA Z~ K7 AL LT AA4 - E—RCTHIE
L7-. GC/EI-MS TlZ, GC IZ YOKOGAWA HP5890, /7 A% DB-17HT (0.25 mmX 30 m) Z{f
L7z, 150°CH5 250°CE Ty 4 CTHIEL, A7 Uy - AE—R THIEL-.

% 2.1. Z¥RJT NMR D HIE &4t

F1 Fo HBIE | R
Fii4 =E A E NS T3 BIENE T3 | TEE | B5hE | R *
(Hz) =% (Hz) =85 B ] (hr) |(sec)
[3.2. HSQC 6 mg 7246 512 1511 1024 gl 2
[3.3. HSQC-TOCSY /0.4 ml 7246 512 1511 1024] 32| 7 o.147
X3.4. CcOSY 1511 256 1511 1024 2l 03
3.5. HMBC 72446 470 1511 1024 32| 7 Jo.o7
X13.6.
| X3.7.
4.2.a HSQC 2 mg 6667 256 2762 1024 4] 05
£4.2.b HMBC /0.06 ml 7463 128 1458 1024] 96|/ 6 Jo.o8
4.2.c HR-HMBC 7463 256 1887 2048 512]72
£4.2.d
£5.2. HMQC 10 mg 11364 128 4065 1024 4] 0.2
[5.3. /0.4 ml
5 4. COSY 4348 128 4348 1024 2| 0.1
[5.5. HMBC 17608 512 947 1024 8| 2.5 [0.08
E H2BC 7295 234 947 1024]  96/13  0.035
* B IR 1 HMBC 122\ Tl "RJcn, H2BC I2oW T Jun #38L7-.
2-2. Bk

FVFEL, 3% HAFESERPERR A ST D 53N b O TH S, VAP 41T K EEEEERES
HIVEESNZLDTHS V. B 5 13482250 Hendra AR LTZH D THS 2.



2-3. AF kST

VTP B OO ITIE VTN, LU FORISICEDE AT LT VP h— T 2T —heL,
GC-MS AT L7z, IS BS LR a— A RO ik b & V-,

1. AF 4k
(1) FLERTEHARICUIZKER{ET R L 20 mg (2 dimethyl sulfoxide(DMSO)% 1 g Iz CHi#:
L, KE{bF 7 DMSO IRiE AR RLL7-.

(2) 10 ml FRERE ICA VT HERELZH9 0.5 mg &0, KER{b TR A DMSO &% 0.5 ml iz 7=
(3) iV AT VE 02 ml %, 15 Sy~ R F v I AL —F— T LT,

(4) K% 2ml M2 THEALZOL, 7ani/La% 0.5 ml 2 C, IR EFT-72.

(5) KIB(L)EBVERN-0L, #HilKkE 2 ml A, MRS EETT-7=.

(6) FIFRITKEERREL, FHOUKE 2 ml X, IR ELAAT o7,

(7) 7aad/VARE(T)ZR10 10 ml BREBRE I L, KILFHEREMICL =A%) 0.2 ml R,
—X)— R — 2 — TR, IR E AT o7,

(8) H7 IR 7o KEE TR Y A DMSO %% 0.5 ml Nz, RUFNETHEAT MAbETT>
7.

2. K55 fi
2 M ® TFA KiEE % 0.5 ml Nz, 90°CT 1 Reff$R#RL7-05, Mo a2z Ta—4)—=
INIRL—H — T, WibREE21T -7,

3. 87T

(1) 0.25 M DKFELARTFEF N T 2okIET%E 0.5 ml Iz, —BifE#RLZ.

(2) BERRATAN 722D ETG~10 F)MA =06, ML 2z Tan—2) — T/ KL — X —
TR - IR E AT o7,

(3) AX /= NENMAZTa—H) —T/NIR L — 2 — TR - HL[E U7z, AX ) — VRN E PR - 6
1369 2 B4, &3 [T,

4. 72T AL

(1) BYL> 0.2 ml EMEZKEERL 0.2 ml 202, 90°C T 20 3R L7005, Mo a2z Tr
— ) — TR —F— iR, IR E R T 7.

(2) ZmadR/L A 0.5 ml E7K 2 ml ZIZC, Wik BLE T-7-.

(3) KB(L)EBVERN=0h, HiiiokE 2 ml A, KRS EEZTT-7-.

@) FERITKBERREL, K% 2ml INZ, RIKEEIT-7-.

(5) Zrud /L AJB(F)ZRIO 10 ml AR EITBL, MLxl 22T, =&Y — xR — 42—
TR, IR EET o7z,



2-4. FIEDOMEHR

N—F L EEFR 2108, Bzl W= FiEE2 R 22.10F 07,

5% 2.2, L—F L AEDOE

transfer

FIEM SEXH HES ARIML
H-a H-b
COSY  correlated 4,5 1.,
spectroscopy f H-b Hea ]/\ H-b| O ,,Q Fi('H)
Ho Hal @ O
F2("H)
: H-a H-bH-c
TOCSY total correlation 6,7,8 He[o 0 &,
spectroscopy A wold o0 F1('H)
>
Hal®@ O O
F2("H)
HSQC  heteronuclear 910
single quantum H-a
coherence
N cal O |A(PC)
HMQC  heteronuclear 11,12 H-a—C-a 20
. 2
multiple quantum
correlation
HSQC  heteronuclear 10.13 H-a H-bH-c
-TOCSY single quantum ’ ﬂ
s E.(13C
coherence total C-a calO O 0|f(7C)
correlation spectroscopy | > 0F)
2
HMBC  heteronuclear (’H-b H-b H-c
multiple bond 12,14,15 Cé\( o o|F()
correlation A\AH-C C-a
F2("H)
SPT selective J —/ J
- . 16,17 - J &,
population ’ CHI\H_C Hea " E)j




% 2.3, HTIZHW = FEOREN

FIERETH SE X LS ARIML
H-b H-c
HR high resolution 18,19 Hb NN
-HMBC  heteronuclear () F1(13C)
multiple bond C-a o OO o
correlation A\)'H-C Cal o o° o o
o
F2("H)
H2BC heteronuclear 20,21 (’ H-b H-b H-c
2 bond correlation Ca cal o F4(13C)
-a
H-c
F2("H)




B3 L—F AR AA VORISR
3-1. A

NMR % A=A Y O REE MM I AT S TRY 2, 2O IEICHEY 2L TREE R E
DRREZRG BN DD, /D DEWITHLH, FAMIZIE COSY, TOCSY, HSQC, HMBC &Zih
BB E DR FEEAWDLOTHS. LD HBESNZAVTHE 1 (X 3.1.) O &N 21T
NZU 7= THILL FO/—F k% -,

HO 6
4 Og' 4 O
50 HO
HPo 1 3 20H|"
Gal

7]
3 2 OH OH

o)
GleB 6 ] :
6 5 Q o)
4 \5 o HOMo . HOMo .
MOHON = 1 3 20H 3 20H
3 OH Gl ¢ e
OH OH
GIcA o 4 oH OH
N 20n 1 0=5 6°" 1 0=5 6"
1( O 6 Fru Fru
Fru OH
1 2 3

3.1. AVIHEL, 2(R7ua—R), 3(T7 4/ —R) Di&E
322, LV —F 1k

COSY 1Z[FAILH =R DD —RATFEE L TN IEEAMM a7 B L E T
5. B2, 7 va—AThiuX 1 ii7mbr b2 7 abhy, 2/ 7 abo b 3 7 mhAZFEEE AN
T, L6247, 3ALENAIZIES TOKIENTES. HSQC IXEHFE G L Wb rh b —Ry
i3 5. HSQC THBED RN — R AT IR IZ L0, SHIZTT 4T 4 T EE L7
BTz E-HSQC " Z WAL TAF LU ZAF R0AF VKRBT HZENTED. HERES
Li=7abr b —Ro 235 FEELTE HMQC 65708, Zah-7ah A8y 7
TWBDLGAE T —R U T EITHRIENIENDLD T, AVITHICITAMEZ LSR5,
HSQC-TOCSY 13, E#fEA L Wb ah LAl —AE L R2OT a2t +%. 7 /1va—AT
biuT1~6fr7mhy, ZVIh—=AThIULI~6 (L7 Bh RE— A RIZETH. 7/VTh—
AD 1T BN PAE L RICADIRNDIL, 2 ML FEUE T — R 7200 ThHD. 1FEAE DA,
FEREMIIMBENTD7VaL REA TORNB-TRY, TZTAEVZANRUINDTZD,
HSQC-TOCSY TlEfhkikd 7 b Li3EREA 2. TOCSY TIE7mh EOLDELRDE N
(LD, TSR EEE 22 D35 5 038 5%, HSQC-TOCSY TlX7 b E9LDERVNH > Thh—
R PRILT LI N —T 35283 CEDH. HMBC 13 2 fEAH LT 3 A 1dah/=7ak
VEN—RUERET D, T /A I =R LT VAV REEE U R RO T a bk L1 3 fE A e
NTCWDI=8, £ HMBC MBI L > TR M OFE AL E 2R E TE5. % O HMBC 13 ik



® HMQC E[RIERIZH —R Y KRB OABLO T, ZNEMR T2 A2 AL (CT)
HMBC* % -, A TR T3 _ToO HMBC #ay AX LM ALTHELTED, IR, H
\Z HMBC L52#07°%. SPT CIiMEE DT ub i 7 abh 2D Hy 7V T DD,

3-3. FiERBIOHER

FU=HE 1 O NMR fEATIZ ADRNC, MS ZRIE L. AA4E—R FAB-MS T m/z 503 (ZA
TN EMD, 5 8D 504 L0730, AVTHE 11X =8 (CisH2016) THHEHEEL
7-.

NMR fEHTIZ3B WV TIE, "H-"C-NMR ZHIEL-0H, £ kot NMR HIEEIT-7-.
E-HSQC TENZENDI—RAZEFE L= abr DO 7 /VERER L, AVTHE1 08 4 HDATF L
VeV EDE MR —R 25 A TNDZENDD 7= (K 3.2.) . HSQC-TOCSY (24h, 7'uhy,
=R DT F NEREFRIEZ LI N —T" 313 L7 (X 3.3.).

3 HOREREDI L, £, HIED — R NEENDELEE T VI =2 (Fru) &5 %, 2
DIEFEDIFIBEATo T, MU —HR L2 AL THY, HMBC AT MUZEBWT 2 i i—Rr &
HRDBH L AT LT ab % | rEgE LT (X 3.5) . 1 fith—ARr & HMBC M OH 57 1k
M 3NLEDNN, COSY T3 T b nbI-E > T4ALE 5 A lwE LT (X 3.4.) . HSQC-TOCSY
T3INEFAREIDHDAT L% 6 (L EIRELTIZ. 2 N —R b 5 A7 a2 HMBC fHBENES
NIeZEMmbT7 7 ) =2 THLZ PR TE, (LT T Ay TV T EENS 2 MO SIARELE
P THHZEN DT (£ 3.1.) . Iy 7V 7 EHIE 'HANMR £7-13 SPT £ A~7MLink
A EoT, 6 L7 vk D—J5 (81 3.86 ppm) (DWW T 7 FILNEEZEHRD AT, fRbT
TERIoTz.



m

1
| | c(ppm)
Q 60
CH, x 4 -+ [
- - - 70
- 80
CH I
j90
A ] - 100
H -
e N '
C 0 r
s s o 55 '5'0'22' 20 35 0
o 1 . . . .
H 3 20H F2 6H(pprn)
GleA o O B1320 AYTRE 1 O HSQC A~ L (HIE 2 )
4
OH Fru F1
M ﬂ dc(ppm)
2= 60
SIS E— ez
T L 70
(- | - -~ - ° i
e S—— B __:L B : 202 F -
R R S -80
I | 4 . i
CH I
- 90
\ -100
C I
T T T 74 T T T T T ~ 110
5.5 5.0 Q 4.0 3.5
F,84(ppm)

3.3. AV=hE 1 @ HSQC-TOCSY A~ ML (HIliE 7 HERE)



GIcA2
GlcB2 F1

Sn(ppm)

GlcA1 GlcB1 Fru

L 5|l
P A e |
Yy A ? 4.0
g & |
Fru3 - e | i
~ ~
GIcB1 & , o -5.0
o GlcA1 & 55
5-0 T T T T T T /T T T 1T T T T _[_ T T
Po Ay 5.5 . 2 4.0 3.5
GleB ¢ F23n(ppm)
Ho4 5 O
HOXTS %] 3.4. AU=HE 1 0D COSY A2 L (HITE 15 49)
GIcA O OH
2 3
1( 0”5
Fru “ H
OH
(Fru1
CH, FlrJu6
.
Fru4
Fru3 ]
Fru5 i
cH R
o - 90
\ < - 100
CoH5|  IC2/H1
C Fru2 e Ly [
L L '22' T T T ' L — - 110
55 5.0 4.0 3.5
F33u(ppm)

3.5. AV 1 O HMBC A7 ML (GHIE 7 BEfED)



WA, IbALF 7 DO RENT b (545 ppm) &6 Teik LD IR I8 %247 ->7-. HSQC-TOCSY
TZDTubr b 6 DO —RAFAREPFONTZZEND D3, J3a, Jas DRENT La—RFE L
HEEL, 7 va—25%dE A(GleA) L7, B DAL 7D KENT B ATZ T Ly MIa>T
BY, ZIUTERET DR DL TR KRENWZENS, 2k 1 L)fE L. COSY T 14
LHHBADH LT mb % 2 (&L= (4 3.4.) . 1 /7, 2 LD 7 vk & HMBC MO & 57—
Rz 3NLEIRIBL, 2 fih—R & 37 abh 0 HMBC FHRELHER LT, 785 4, SALDHH, 1
N7 ab SHBEOH LI —R % 5407, IO A 4 fLRIBLIZ (X 3.6.) . SPT AL
JWZEY Jip DINSL, Py, Ji4, Jas SRENWZEEMEGB L. ALFET TRy TV 7D, 1
AEDOSIARBLE X0 THDHZEN DT (F 3.1.).

GlcA1
GlcAd é W 4 ?72
| It . o
73
oAz CaH3fy y 574
OH n
4 16, GleAS C5/H1 ~’.~: :
P TN A
° 3 2 oH ' 90 ol 8 ®
GlB & 0 ' F75
6 C
HORS 520 ' GIcAS 903/H1 % camHzy ' b
3 OH M C
GlcA o oy 9 -76
232 TaOH ' ' B
18%—:?6% 55 50 % 4b '35
Fru . - . .
OH F281(ppm)

3.6. AV=HE 1 » HMBC A7 L (IE 7 BE#)

I, o726 DD —R X HSQC-TOCSY MBRICAE V RIZETHILN b, 7=
— AR A LEBEOFIETIRIB L. SAL7abrb 6 (7 abhrDO—J71%, LS 7 b Abm
VTR T VTNl TN, ANar Ty TN T I T R EE I TV T ERD
(ASLT) D/ NEVVIRRETHY, v 7 FMICEARBELDT- O —IRFFITIZ TEZ2W. AL T RE Dy
TV EEDS 1 AALONARELE LR THHZENR DY, Zhvar La—2F% S B(GIeB) LL7-
(#3.1.).

HMBC T/ /Va—RFEH A O 6 (i —R LT Na—2FI B O 1 fi7aky, 7T h—A5%
KD 2 fih—RoeTNa—2FKE A O 1 L7 aRATHBERELNTZZEND, VTR 1 %
a-glucopyranosyl- (1—6) -a-glucopyranosyl- (1> 2) -p-fructofuranoside (77> 7 11— % 2627 Lift
ELTZ(B3.7.).

10



GIcA6

GIcB Fru2

6
4 5 0
HO 1
3 20H

GlcA O OH
4

H\3 OH
OH
1( 0”5
Fru

OH

GIcA1

GlcB1

- 100

- 110

Q
- . —
4 - S SIS E
- y
____1? - " ?_
55 5.0 22 40 35
F584(ppm)

#3.1. AVTkE1 DO NMR 7 —#

d¢c OH JhH
Fru 1 64.26 3.69 s
2 106.64
3 79.18 4.24 d 8.9
4 76.82 4.07 dd 8.9, 84
5 84.13 3.91 ddd 8.4,7.4,30
6 65.26 3.86 m
3.79 dd 123,74
GIcA 1 94.95 5.45 d 3.9
2 73.79 3.59 dd 10.2, 3.9
3 75.58 3.77 dd 10.2, 9.5
4 7218 3.56 dd 9.5, 8.6
5 74.14 4.06 m
6 68.46 4.05 m
3.69 dd 12.6, 3.0
GlcB 1 101.06 498 d 3.8
2 74.35 3.57 dd 94,38
3 75.87 3.76 dd 10.0, 9.4
4 72.36 3.44 dd 10.1,10.0
5 74.70 3.71 ddd 10.1,5.1,2.2
6 63.32 3.86 dd 12.4,2.2
3.78 dd 12.4, 5.1

11

3.7. AV=HE 1 O HMBC A7~V (HIIE 7 BHERE)



COHEERE R R T B0, AVTHE 1, 2A7u—2(2), 774/ —A(3) ZNENTEEATF
Mk, KGR, B, TEF UL TR GATFMMET V=V T 8T —NEE W%
GC-MS /3Tl Ll LT-. FHEMLITARRODHIE V-T2, —HOISIZXY, AVTHE 1 )
BITARIBD T N a— 252 (GleB) LR EHD 7 )V 7 h—25% 5 (Fru) ICH BT 5H0 DM, 574/ —
AINHHAETD 1,5,6-tri-O-acetyl-2,3,4-tri-O-methylsorbitol 23f5% 541, H#EE MG % X FFL7= (K

3.8-12.).
100 14.01
zg— 13.09 ﬂ 17.05
(a) ] ﬁ “ \l
20 vwﬁ\uw'vwwﬂﬁ‘w ‘L_.J‘ L\J\_wmj“
0_
6 8 10 12 14 16 15 min
(a)
100- 14.11
80] 13.12 "
60-] [
(b) 407 | I“U
L PRSI WV V1 1 NS | WY ST VU
0- T T T T T T T .
6 8 10 12 14 16 1g  Min
(b)
1ggi 13i12 14‘.|72 17.|10
(C) 60 ‘ |‘ H
409 - | N Il
20t A I i Y S i i
o]
5 8 10 12 11 16 s min
3.8. GC-MS Oh—% )L A% L hra~ b5 A (TICC)
(a XAV, bITATE—R, c1XT 74/ —AD i EEY)
(a)
713,09 4y e (c)
a0 . AcO  Ome
1 OMe
60 87
MeO
(a) 407 T 101 AcO OMe
20 ‘
or‘u‘wmmm”‘Hu‘m‘H‘mum.mMHH‘M k1 -
50 100 150 200 250 m/z
129
100 161
%0 13.12 4y
(b) 60-
40 87
0l 101 145
0" RSO SRR TR W““ [— - U
50 100 150 200 250 m/z
100+ 129
w 13.12 47 o
(C) 60 (C)
40 87
20; 101 145
[V P P — Lol ) ““ , , —
50 100 150 200 250 m/z

3.9. £ TICC T O{REFER] 13 4
(DY —2 D~ ZAART L

12

OMe
101 OAc
100 M
N
80 14.01 67 &%&/OAC
161

60 117129 145 MeO
40

205
KN |
0 Ll ul L. _—

50 100 150 200 250 m/z
100 101
80 IN 161
17
60l 1411 Al 129 145
40 205
20 ‘ ‘
S PR T W P A A -
50 100 150 200 250 m/z

3.10. 4 TICC " ORERIER 14 45
FHEDE — D~ ZAAT L

100+ 101 AcO
80 N
17.05 53 17 199 Me OAc
60 9|
87 eO OAc
407 161 189 OMe
20 173 ‘ 233
o]l O A el ‘ ‘
50 100 150 200 250 m/z
101
100
AN
0 171055 |
60 87
161
40 189
20 ‘ 233
o il e A L el | [
50 100 150 200 250 m/z

3.11. % TICC T O{REERE 17 4
DO —T D~ AART NV

MeO OMe

1004 14.72 ﬁj\ 101 497 145 OAc

80 MeO OAc

129 161

60 MeO

© 87 205

20 ‘

S TN Y L T .

50 100 150 200 250 m/z

3.12. ¢ @ TICC T OIRFFIER] 14.7 45
(DY —7 D AART [ L



%4 3 FRIAR O HMBC fHB2MEL L TODIGAE O FTBE R

4-1. A3

T NA—RFRIERON T I N— AR IED X572 T VR =R I DT ) A IR DRI OFE Al
DIVTWDGE, £DO72H %~ HMBC MHRIE 2 ldHD. —F, 7VI =R ED IH727
—2FRIEDT ) A IR IE B OFE S I DI TWDIGE, £D-27eh %7 HMBC FHB
1 EZTTHD. FIZIE, 774/ —A(K 4.1)IZBNWTHT7h—2F% 3 (Gal) &7 /v — 2GR HE
(Gle) DFEAITKILTIE, Gal D 1 firl—ARr & Gle D 6 fr7 1k, Gle D 6 fif/1—AR L Gal D
L7 BhAZZENZEFVHMBC fH BN D23, Gle &7 V7 h—2F% Kk (Fru) OFEAIZx LTI, Fru
D 2NLH—R e Gle D 1 L7 B RAZDFH HMBC AHBEI A B ND. 1-1. Tl ~_7=kH12, AVDpEC
BOWTITah v 7 FLOERDEWHBIR L=, EEZRFEILN HMBC fHBEAMLO 7 LN
HMBC #HRCH S LD LD B 5.

OH
HO |
4 (0]
HO-\ =
Gal O
4
HOG S 0
3 20H|"
Glc o OH
3 OH
5 OH
! OFrz Frup
OH
TTA)—A A VAW 4

4.1, 774 —ABIOAVTHE 4 O

T 2 ZFEPERCBE D D BB S AV 72 A V=8 4 (X 4.1.) 1, #5FE ko0 NMR IZXY i@ a1T7-
7ofE 4L, B-fructopyranose 7% % (Frup) & fructofuranose 7% % (Fruf) 7ok —FEEioh -7z, 1B,
T A IREAE BN DI TORNT LY b— R TR T8 T ) — 2R 2 2. )
SHE 4 1% Fruf O 7 A) o ZNLDE BRI DI TR DI ST, B 57— 2R B ML L2
DISETTNRNZEDND, Fruf @ 6 (DRI OFE G I DI TV LI EARIBS L. LvL,
Fruf® 6 iz 7" vb & Frup D 1 i 7 mhr Db 7 b (F 4.1.) , HMBC A7 MUZEBWT,
Frup @ 2 i 71—7R > & Fruf O 6 fr 7 v EDOFRFEFABIS 7 F v &, Frup @ 2 i 7—7R & Frup
D 1AL T EOFRFENMEE S 7 VN E > TEY, AWERXRTEZ) -7 (1 4.2a-b.) .

ZZC, HMBC B 7 L OREZEALSE T, EEOMHBEDOHFAELEHALNCTHI L%
N

13



4-2. HR-HMBC

HR-HMBC (I7'mbo-T7abe dy 7V 7 88 (Jam) BLOEWR A — R -7 b iy 7V
EH (Fen) A EDFIETHS. WERHIRE T EAr =V 777758 —N 18-, Y
ZF L, Ren O NAETH L3I, Jun @ (NH1) 5 TH FA0ICHZE 5.

Frup ® 1, 1" 70 NATHWZIERBELTZH 7 L ob, Fruf @ 6 fL /B ATE T VE T Ly Th
DOT, DR ANE— NI 5. HINEND Jan 2L D552 — 1% Frup RN D 3
frAr—Rr e 1, 1 7m0 HR-HMBC BTN, Fruf FREEN D 5 (L 0—R L 6 i
k& HR-HMBC FHBE CHED D HZENTET (X 4.2¢) . Frupl, 127 0RATAST 73 1.6 &
INEL (4.1, Abur T By PV 7RO FVLBIHIS -, HR-HMBC (¥ 4.2d.) T
Frupl, 1 iz 70 hBI O Fruf6 (L7 vhr o 2 FEEO Jun 53832 —203itiEh, 2 fHo

HMBC BN E 72> TN DHZ LA B M%M

(a) HSQC 1%
a m
(Frufa1) o _G(gp )
Frup1
Frufp6 ST o0
Frufp1
(Frufas) ®© @I |
Frup6 (S Q- 65
(b)HMBC  Frup2 O T [102
Frufp2 o0 L
. 1 105
Frufa2 S L
(c)HR-HMBC
Frup3 L
Frup5 70
Frup4 [
OH &
Frufp4 - @ 75
Fruf3 3 . _,?g &
T 0z O |
FrufB5 ® _ IFruf = 180
- & >, [
- S
/ I~~~/
(d)HR-HMBC -
HE -
i@ H
i @ _
Frup2 “° < ‘%5 gﬁ @ 2 B s
rup. -
Fruf2 Co g &) D Q
= ) - -
: > & |
7
........................ .  Ho0s
Frufa2 N & I
1 I | 1 I 1 [ | 1 1 [ 1 | 1 1 1 1 | 1 1 1 [ | 1 [ [ 1
4.0 3.9 3.8 3.7 3.6 3.5
F2 8u(ppm)

4.2. AV 4 > HSQC (a: & 30 43) , HMBC (b: & 6 FFfH) ,
HR-HMBC (c, d: € 3 H, N=20) A7V
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HR-HMBC D/ )VAZRHANIFK] 4.3.12R LT,

-4— HVIBC ———p»-a— J-resolved —p

1HJ d1| d2 I’w/ZITw/Z nt /2 I nn/zl Or
I I

G1 G

PFG HH Gz G %
1 [ |_|

4.3. HR-HMBC DV A%%] GaC 18 B )

#4.1. AVTkE 4 D NMR 7 —#

d¢ Sy Jh

Frup 1 62.30 3.84 d 12.3

1' 3.80 d 12.3

2 101.42

3 69.41 3.93 dd 10.0

4 70.33 3.97 dd 10.0, 2.9

5 69.99 4.02 dd 29,1.7,1.5

6 64.85 3.91 dd 12.6, 1.5

6' 3.74 dd 12.6,1.7
Fruf 1 63.44 3.61 d 12.1

1 3.56 d 12.1

2 102.57

3 75.88 4.14 d 8.4

4 75.18 4.20 dd 8.4, 7.7

5 80.09 3.91 ddd 77,62, 25

6 62.66 3.80 dd 10.8, 2.5

6' 3.65 dd 10.8,6.2
Frufa 1 61.89 3.66 S

2 105.65

3 82.53 4.12 d 4.9

4 77.35 4.03 dd 6.8,4.9

5 81.29 4.17 dd 6.8, 6.7

6 63.61 3.68 d 6.7

6
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53 BEANOT O NERDES> TWAEEOFT K

5-1. HfE

1-1. TR RIS, AVTPEZBW I T b v 7LD ERDEVRIELL, TD=H
COSY X° HMBC TlJm BN e85 030 5. BlfHRIZIBWTY, HEH 5 D NMR fEHT 134 )=
FEOLHALFICFIATHY, U2 HHEL R THS. AiE CIIFEZEM O HMBC MBIV TR
NI, RETIHERENO T ah 2 7 F R ELRDESTODLGEIZOWTIR RS, AVTHED
RN THOBNL FIED DOEDIZTOCSY-COSY? 3B, LA — AL R/ TH 70k v
TFINIZF D COSY AT MVESDLLE D THD. Ve Wb EERET Lo a2 X352 L
MDTEDHIN, %‘z%m@fm\‘/gibmif;%\b\ciﬁiﬁ?‘%énm\

BOBER 5 2 (K 5.1.) TIIZ va—258 8 (Gle) @ 27, 37, 5 hi 7 ahe Db 7 st (3
51.), YT FARERYES TV (K 5.2-3.). Gle Hi7iE, (bFr 7 7 aby, —AR 38
REWHDZ 1AL, AT L& 6 fflL, ZNOEFENPITENT 21D 7-. HMBC T17fi7'=h
v 6L ab O RO H D —R % 5L, HMBC T 6" 'fL7 ah LARBEIRHY, 17
fr7a b LI N —R % 4 frEfRE LT= (1 5.5.) . FEDIE 27 ik 3 (72T CTh D03,
2N a3 LT BN DT TV INE RS> TS T2 COSY TR R TE7eh-o7= (X 5.4.).
5NETENATKIL T, 27 M —RT 4 FER IR T T, 37— R 3 AT e T
WA, 57ALED HMBC FHEEME 23U 27 Lk 37 ML DIR B FIHE THDHN, 5 L7 a3 27
3L R EL B> TEYVZO HIZIIE X e o7, 1 L7 a AR LT, 27 i —AR
V3N =R EBIZ 3 FEA AN THDDT, HMBC TO 1 (r OB 2 Ao 7=. [FIERIZ,
4N ERATKLTH 27 M —Ry, 3L — AR B 3 FEA LN TH LD T, HMBC TO
4 (L EDOFABNIEE 2 7o otz — 07, 6 LT a N ATKIL T, 27—y, 3L —AR
123 AU XN sz, HMBC TO 6" (ORI 2 7277z,

177, 422X HMBC #8B87238 > THEEHTIC WD Z L TEZR WD, HMBC TIIAHBE DS
LR LB — R H R THR A DA TE RN ThHD. 2 fididehizrabeh
—R, 3R eI m b AR O A X H 2N TEIIL 27 AL 3D R A
TEXDHEEBZ, 2RI N7 ab e —Ro D HERETHREEZH WA EICLT.

5.1. BoBE(IR 5 OffdE

16



5-2. H2BC

HMBC 732 BL O3 fEA TN ahr b —RAHBEE 52 2D12x L, H2BC (X2 f5 A
I abh bl — R AZD BFEE 5 2%, H2BC 13 Ucn & Jan 1255 "B ORML B Bh a2
5.

74.8 ppm & 78.0 ppm D 2 {E D 1 — 7R 3 J& TE TR T2753, H2BC AL T 74.8 ppm
DA—ARr eV 7T aNATFRENELIL, 2 27 (k)RR L7 (K 5.6.) . £72, 78.0 ppm D
—Rb 4R abr EOFBIL B

BREE I3/ NSV, 3RS AT e 4 L e L 2R — RS E N E VB RGO Z
7 4V = S (A = SR M (VA =4 N Y (= 924 Wi RS TR QAL VAP =1 NP e VAl =1 N/ AV AR
WA TV LTSI THS. H2BC TlX, AT —RAZE L7 Bl Ak LTy 7Y
YT LTSI aR EHBEIA D, BOBEA 5 D 27 LE 4 DI —F L By TV LT
DFA LN T, Unn BRENE 3 I -7 ah L —R AR5, 72721, @i
SJan 3 ks KO REWZ, H2BC T 2 fA ez abr & —RU ORI 3 fEaidre
NIzb D LIRS TRkAI T & 5.

HMBC TlE Jen 23/ INESWAIZITABIA 7220028, H2BC Tl 2o 28NS Th RIS *Jim 73
REFIUTFIEIS S, B ITECHHA 5 T, 2 (i —R b 1 A7 a b2 HMBC TR
H7273 o723, H2BC TIEZ OSSO,

Glc2
2° 6 35 ocH: Glc3
53 OCHs (8) Glo5 ,
JJ Glet Glc6 Glc6] Glc4
2 2 | Fise
- OCHs (8) 2 2 —— - (Ppm)
Glcs _ - - 60
gt— = F e
e - - 100
37, — -
3 120
2 - 3
- 140

OH E_
3 2 o) 23 2160
I : > : -
"o 4 1 9 1 4 OH :—
5 6 6 5 -180
o) -
lg

22 £ 200
T L B
75 7.0 65 50 4.8 4.0 35

(ppm)

5.2. BeKE(R 5 O HMQC A~ kL (GHIE 12 47)
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Glc2
-ocHs (8) Glc3

Glch
ﬂ Glc6 Glc6” Glcd
22 F1 &c
- OCHs (8) ——— - (Ppm)
- 60
Glc6 I
Glc4 - = [0
Glc2 i
Glc3<— -
Gles¢— - 80
- 90
5
3 i
2 -100

48 " 4.0 3.5

5.3. BoHE(R 5 O HMQC A7 ML (JIFE 12 43)

Glc2
- ocHs (8) Glc3
Glch5
Glc1 Glc6 Glc6” Glcd
F1 8n
Q (ppm)
Glc4
Glc235 @
v - 3.5
- OCHs (8) /’f
Glc6” f 6
A
GICG% '©
‘ - 4.0
A} A
O - 4.8
...22,....,..5.0
Faon 50 4840 35
(ppm)

5.4. BOHEAR 5 D COSY A7 ML (HIE 8 %))
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Glc2
- ocHs (8) Glc3
Glch

jcﬂj\\ Glc6  Glc6” Glcd
22 A F1 &c

I (ppm)
- OCHs (8) g

-g8

H H H B 60
Glc6 o oon i

_ C4/HE  C4/HE} - 70
Glc4 . ............................. DO vermrerernnns a.-.n. ) i

Glc2 L ak
Glc3<_ ' L
Glc5<~ C5/H1 C5/H6" - 80

5.5. EOBER 5 0 HMBC A2 ML (RIE 2 B 30 43)
Glc2

- ocHs (8) Glc3
Glch5

Gle M Glcé  Glce” Glcd
22 A F1 &c

- OCHs (8) ; g & i (ppm)

: < B 60
Glc6 | o i i

5 - 70

Glc2 RN SO m .......... :

Glc3 < % .............. |
G|C5Z : - 80

5.6. BOAEAR 5 0 H2BC A7 L (IGE 13 FefE)
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H2BC O,V ARFNZIK 5702 7.
.

I
=
L
[

i P
;\'.' @ 1 Ly |
L = 20
Grad ) — N~ ﬂ
i |Il\.)ll||

5.7. H2BC D7)V ARH GaSC 20 K051 H)

# 5.1, BCKEIR 5 O NMR 5 —#

d¢ OH J HH
1 111.6
2 158.8
3 97.8 6.30 d 2.0
4 162.1
5 93.3 6.35 d 2.0
6 160.6
O=C(7) 197 .1
OCH3(8) 56.1 3.63 S
1 131.6
2'.6' 133.2 7.63 d 8.8
3.5 116.0 6.78 d 8.8
4 164.0
Glc1 102.1 4.92 d 74
Glc2 74.8 3.45 m
Glc3 78.0 3.47 m
Glc4 71.4 3.37 m
Glc5 78.4 3.46 m
Glc6 62.6 3.92 dd 12.0,2.2
3.69 dd 12.0, 6.1
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b

F6E &

AV HEOREEFENT 2/ —TF > NMR JETITOHICHT-->TiE, £9°, HSQC-TOCSY (2L~ T
FEZ LIV T TNV ET V=T 53T L, DX, COSY, HMBC (Lo TRBEITV, K&,
HMBC |Z&o> THEFRFEM O AL E AR E T HEV) FIEE 5T 28T, RN 21T 280
TED. BT/ =AW TUET S AV Ik 6 (LIS, 77 ) — AR EBWTET /Ay 7k 5 AF
\Z HMBC fREANEIND. ©F ) —2ARINT Z ) — 2RI F 7 MK TR DI LN TED
7o, ENEBEEX 129 2 TRNTEATH LN A THS.

BEOTab > 7T ARERDEG S TNDEZAIZHMBC FHEN LN A, T OFBIDMR
RIZREETH L. FFEDOTah 720 BEE 5 2 T B aTREMEL S AUE, 5o 7 ek 23fHR
52 TWDAlREMEL 8D . HR-HMBC A7 MU RITE 7T D532 R H$ D8, L
ST FNDELDENZLD AT MV OSEHE L ETRE D/ BUZ LDV 2003, HRD A -
TEE DT 7T N BT OICA % Tihs. HR-HMBC ORIEICERL Cix, T —& i Hit, £
&t HMBC O 2 5L B LT EC, ATREZRIRY <R T 20N HD.

BRENT O OEZLDEWVNIRKN T =R DR BN TEXRWEES, 2 AR -7 ah b
J1—RrE 95 H2BC ZH W, A5 — R ZIEIZE> TRBL TOKIERNH N TH
5. ZOIORHEHNT 5 BT ODOMIZEHD. FlZIX, TAR—2FKID 2, 3, 5 i7" mh
WEIRVE > TOWDIEAILS BEOT N a— 2R EOLALRET, 2, 3MA—R OIfENTER
W =D 4, 5 (LR BNERD A S TWBGEIT 4, 5 L —R DR BN TE/R0.
AU h—AFEHT 3, 4 7 aby, 5, 6 i /B DNENENERDE>TODHEAICH 4, 507
T =R DIFBATERN. WL H2BC TR T 5ZE23ATRE TS, H2BC ORIEIZERL T
1%, TS B EREE A HMBC ERIFRE L FICRRE T MRS .

YL EDXoz, W—FEIZA T HR-HMBC, H2BC WO LW FREZHAWAZET, 7 uh
YT FNDERDE VLD RIEE 2 DAV TRED IR 2 R I ATHZENTED.
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H1E EE

ARWFFETIE, T ubhe v 7 TN DERDGWEWOREE T2 24V THE2 1,012 NMR T 217
ST 7, BHEMICHOWOND FIEOMAE O LRI E T2 FIEA ML 3528,
DX, ZOFNATIIMNT DR EECTH T FHNRT L CTRIBERR O FEEE 2, e HWTE
WrEfiHZez BrE L.

AV HEOREEFENT 2L —F > NMR JETITHICHT-->TiE, £9°, HSQC-TOCSY (2L~ ThE
PRI LIV T TNV ET V=T 53T L, DX, COSY, HMBC (Lo TRBZITV, K&,
HMBC (2L TR OB S MEZ IR E T HEV) FIEE STe 28T, RICHNTZITHIZEN
TED.

BEFE LR O FE A ALIE 27 45121358 L HMBC AHBE % T Z &M EETH LN, T rh
ST FNDOERDE VDT, FREM HMBC FHBMoOFE EN HMBC FHBIIZHS D2 L0350
5. ZDXHRRMAFTER T 5728, HMBC FHEAY 7 TV DGR A ZSE T, EEOHEEDF
FEEIASINTT DL AR AT, RIen 2RO D102 E RS- HR-HMBC 13, JIE RS ET
BRI = T 70 B—NIZE-T, IS 7 F D Ren D NETH EA0IZ, Jun D (N+1) 5T
F RIS, ZOFEEZRNZEDS, Jun 554 — OEWCEY, %% HMBC
B HER > CWDZ LA R T,

FUHER IR T 57 0o v 7T AV DERYVENDT D, I—R 2 7 A0 &3 K EE e
BANDD. ZDIHIRIAFTE 572912, H2BC & V2. HMBC 78 2 BLON 3 f&iden
7o abh b —RATHEEE 52 5D, H2BC 1L 2 fES T ez ah & —R 2D #
FIB% 5 2%, H2BC V5L, BV G —RU ZEICES TRBL QO ZENTE, M fiE
RTDHIENTET.

& &K %

z Caa C-a
A\_}' H-c A\}, H-c H-c
H-b H-c
V.U
Hb Hc Hb H-oc

o
cal 0 O RO  cal o "o |F(%0) Cal O A0
(@)
F2('H) F2("H)
F2("H)
HMBC HR-HMBC H2BC
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