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RABRILEY DEERFTOI-HD NMR EDFERBIFE & £ DISH

NMR AR RIS W CEERGEZHE-TH D
T & DRITEEIC & > THEESRAEEILEYMOBES KR 4 LI
ShicanTwa, Lrl, — b TnaL—F Vgl
EETRBRTERVIEEEZ boLEWHEL, TnS%2TR
T3 7o #7- 15 NMR ZEORREPCHEFOFEOWREITY, U
T & 5 e AEFREE LAY BT O AR EEEREYE DR E
HEE T I IS L.

1. TF4F7 4T NMRERICLBAFY, XAFLY, AFI

DERAIE

NMR % fifi - TRAEFREEY OEE % BT T 5 BRI,
DEPT % INEPT & W 572 1RJT (1D) *C-NMR Eic & - ¢,
AF Y, AF LY, AFUVRBDOKHNEITD T ENEHL L SIT
bhTW3, IDETE Y F VOIEADABEE X< b LD
o4 3 EFoEET#L, DEPT % INEPT TIRHAIES
HOBEICL>TAF VEXAFUMETAF LU YBEEN SR
NIV, AFVYTFNDEDRARY b, WEFRD YT F
WHELLBARYT PVERETHIENTES. AF LY,
AFNDHBDZRY PVZERZEFESNE WY, L5 3EEO
2y M VEBSERETINRT 522 L TEoN, COBREE
AR MVRE (25471 v 7)) EFES

T DEZF % 2IRITHE (2D) ICHEE L 72 2D-DEPT, E(edit-
ing)-HMQC &7 Eic & v, 1D &EHORIENTHETH 5. 2D
FEciky /7 voFEREELICESHELETERSN, 1D
HEERRICAF v, AF LY, AFNVYTFVEMBICE>T
XBILID, WEFNHD Y 7 F D HZEBRENCHIEL 72D T
&, IF4 T4 v TEERENE. EELRBIT T4 VI
KD AF Y, AF LY, AFLOVTNHIEERINCRIES
5 ETRRY P NVEBMILUBFEBRRICT 22 EMTES
BIcHcEHE L, E-HSQC & TOCSY, NOESY, ROESY 75
EEMA GO - FEERERE UBERITCISE L.

CH, CH;, +o
CHy; -
| wsfe =/
CH
o ==/
1D NMR (DEPT, INEPT)

editing 2D-NMR

2. XA F L UEIREHSQC-TOCSY HFDRFE LA U THED
NMR B\ DIEH
A1) TEFHDO NMR ZR7 b Vi v 7 WSER D&V T
SIErDREEE 722 T EMBWV. BT A F L v REIIBR WL
7 MEFICERLTVWAI ERD, TOTEEFICRAELT
2D 27 M VDREABICA F L VIREDHAER L1 R
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FOEA HHEERE &8 & O B

N7 PVICK Y IRFEODEREER D B T L TX B, HSQC-
TOCSY #id, —2ORFZLEFEBILREVYR (Z7 b —XTld
E CHEEREAND 3 (L1 5 6 fIE T, /NI —REETIRE—E
BEANTNT) OKZEEXF|ILTRETE, 4V IHEOBER
MICBENRFETH B, Kikh o 2 F L viEIREHSQC-
TOCSY E#EZAER L CIRICENREED 2~ b v &, ST

Lo THRRINIREWAMICESHT -7 BIREET S ct-
HMBC 27 hVEHIS, BEROED ¥ 7+ Vi RE~
DREL, TR A RERPERAR LI, H5VIEEES
V) EOMEHEA =y FEEDT~AME 1~21 DERREA
EZR L7,

HO OH
OH OH O,
HO
: HoFru OH . o. %o Hol
i HO%‘S"’BHO 0 OH
o - OH
To oFru
HORo o . OH
8  oa 6n=1 OH
1 m=2, n=1 OH 7n=
2 m=1, n=2 oFru oH 8 n=
3 m=0, n=3 n
4 m=1, n=1 OH
5 m=0, n=2 OH
HO\_ o
H HO
HO
OH On
Ic
HOHo OLm HOHo OH
O OH Q OH
OH OH
9 m=2, n=2 } Fry O~
10m=3,n=2 ‘Lo O 5
11 m=4, n=2 OH
12 m=2, n=3 14 n=1 Fu/ ©H
13 m=3, n=3 15 n=2 o OH
16 n=3 OH
OH OH
OH <0 - @EC)A\ Ho OoH
He a3 O\HoRo NS HO>"1o o%
HOST HO
e 8 18
\
HOTo NS
m WOH

\Y/X/\w -
HO— Mannitol

0~ Glc/Man
19 R=OH, R'=H 21
20 R=H, R'=0OH
3. E-HSQC-ROESY EDBRENE7 LIVE—FBELLEID
HEADIGHA
INET LVF —-DFERB L O FHO/LFEMFEO—FRE L
T, FIEZESLUIE N =77 F F, 7LrvEEER
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EE R L OERITEiT- 7. FIKZTEb—TRTFF
Ac-Gln-Gln-Gln-Pro-Pro (22) Of&ETicsnw i, RED
7 3 /EEDO NMR ¥ 7+ VSER A&V, 'H-'HROESY Tl
SRS DSREETH - o720, RERIHA~O E— 7 0%
1% L < HMQC-ROESY A HI5E L /e S +D 1 BE 4182 2 &
MWTEN M- 1. T I THIISHER L 72 EEHSQC-ROESY i
KO AFVBERZA~Y P VEREL, fHcKT I BERED
o RFDHZEIR URIEEHHAERRET 2 LT, HiFfe%:
BHIcT 3 F—y R4 Y b ERS L, ZOAHREERE
RIERGTEMNTE . TORER, & akFE S OHEBZE S EE
L, EBHO7 I FEAZITNTFS YR EPETEL.

Gin O:{

4. BERBHEREORRELICA

HRKFZC)KFZHMBEBEEZELE LTELHSRATWS
HMBC T, &% 'H-X-1°C & 713 'H-X-X-BC B 2~3 fEA
BRanic C/HOBFZE Tl TELW. CORFEZBA
4fEEREN C/H OBERHEM% 'H-PC-X-X-BC B 2 B
OB 2 & THRiHd %5 DEPT C-Crelay #E4B%L, £
BT B LAY Ol A S Y E O RERTICISA L.

H-C-C relay

(G720
H-C—C—C—C
<" HMBC

Khellin (23) (& HMBC 73 &£ TIRRRIOKEOFEE E TLM R
HEniEWich Lo YROMEZRET 5 EATEILVA,
1D DEPT C-C relay #ic & 0 b5 1 HEARVWEBERERZS (K
H) z#Rii L Eo vIROR\ & A —FINRETE 5 L 2L
Mt L7c GES < 4mg (15xmol)/90 L methanol-ds, 15
B

o}

¥ 72, methyl 3,4-diacetoxycinnamate (24) D& 5757 = /
— VDI RATNET YVEDIKR EKBEDIRITORE LD 4
BERBNTVELHHMBC R EILL>TINOERET S
T EMTEILWVD, 2D DEPT long-range C-C relay X <7 b+
MIZED Zon7 v VEERRBRT AL TEL GE5 N

28 mg (0.1 mmol)/60 uL chloroform-d, 19.5 B§f&). j@¥iE %
DEEHF % amphidinolide X (25) 3 =2D T X F VALK =
IVIRFEEHS H-10, H-17 & HMBC #8B% 5.2 ¢ hEB O k)
RFET &M - 7255, 2D DEPT long-range C—C relay i£ic &
h 16/1, 17/1, 10/6 OIHAES THELREST 2 LN TE
72 (#95% 5~ 1 mg (2umol)/60 uL chloroform-d, 3.5
B).

5. EATEHNE LILEEBERTAOICH

NMR ICB 5 ZAE Y — R EVESTERIZZOI{EHEE AKX
Mg 5 ENFISNTEY, H/H, C/H HEATEEIC & 317k
ERT SRS ONTVWS., §TIcii%EahTWwW3 H/H, C/H &
BEKMNEEDOISH &, FcB% L C/HESTEERIERE
EilAGHET, WEEIEEEYE CTIENE OB B
B EIT-> 7. F72, H/H, C/H OFEEER E FRED (K1
EREESTI S TV 5 C/CHEBTERE il BERHEBIE D
SHE L, LAHEERE OISR L.

A F LY DEWVGHEAETEEYIE dytesinin A (26) ® NMR
AT MNWE YT FVDERBYEVBEhr-tctcw, Bakox
FLVYEBRZRZ btk 3 v 7+ VD58, E-HSQC-
NOESY DO#|H &G ELME ZH A &b TRBILISEER
ricEKI L7z, £72, iejimalide B (27) REMED v 7 v~ v 4
BRSO H# & 15 5 B {bLH & phomactatriene (28) D3f.
ARSI S i L,

6. HEYHRROEEZFEYE, BROBIEENT

HEYIHROTE « B LEERS P, BROBELZHS»IC
L, B2mEEET-1.

ZRIETEEE R OF L L REOEHIRO—BRE LTE T ¥
Y2, U v Ry ofifs X URERE» SEALE iR
5T YILT v b VT = VEMERS b & CHEE SR
T 7.

%I, NMREBBLUV Y 7 vz T7O#HICE->T
NMR &3 HTicis, Vv—F VRAIERBEICHETE 5L
K-> T&E, ThITX D E L DAY O ERT & 0 #<
HEL X DI ->Tw 23—, 4 obAYctbe icEEifr
ENNE L BB LDV, NMR B3R s vzoy
ZrOZTHEIE OSVR Y= v R) Ik - T X EIER
ERBLILEDNTELDEROFESFETLLEVASL. 51
bIN 5% < O NMR BIEEDIEEY, #HLWHIEEDORREN
DEFRRELUBBEZZLTVA,

AR F I EERFERERBEMRERIC B L TIThh i
bOT, KFEDOHEELZ5Z T Fa Vg LAFEHFER GC-
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JED ZEE RS

MS kU NMR ZESZEER HELI&E (FEHERER),
AIEER TMEKRSLA (EFAREEHR), 288 Ko
fithsed (E2EHR) CBHw/-LEd. £/, NMR OFiE
& & GBI E THRIB CRE LSV E LcdtiBERFEKR
EREBFEMAREER i EEEC.O» SELE L B E
7. AHEICB W TIT - @& TN TEEMR TH D,
HEFEDOESEL s VE L, HBEREEYETRREZE
g TENSGE, EHERSE LBERERFREFT
FEREIE ARNERSE, LiBERFRERELTAREIR
BINFERkSEAE, LEERFREREFHAREIZ  /IMRiE—E
&, FEFFERBIEIE EHEIESEE, tmERFRFERKER
FMARMEE FRF=AAE BEFERFRFERREL
FREIE HEREREE, FLEERFSENSEHEE #HH
BEeE, RFMBEIE HESAZEE, SIFEREIERER
1% BELETRAE, RAFEEE IMAETELE, ENITEUEA

ARG Bl fiEt, EEXFEENETHE W
NE=58, RERFRERAYBEMENRM S HIAl
—SekE, EERFEEGMEYAERE Y 7 —BEi% &5
Bk, BOoTICE ORREIHEEDEFICEHH VL F
9. NMR OEMiHIE TEEE W2 & F L dbimERFERE
LR BIEdE  rEoUEE, NMR a2taslHlo 7 o
T5IVIIRODVTVOTEILHA T KEVWE LT VA
— e N F 2 VBFAESHOAMELETFIELRI UDREGLOE
B, FEETERLIPEEL LS VE LAHRFOE L O
FTEDHZICELHAFLE L B Ed. dEBEREREREFET
728} GC-MS $ &£ O NMR ZE O EHE KT 13 NMR E5R5F
BLOEEMMTICBO TV & Lz & 2ES /-
LET. RBICEDF L, REERIEIC CHB LIV EL
AL ERFREREFNAREIE SHEBERER S CICHE
FERCEILEL BT



