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9ulLDO ACXOOOODODODO (Lpg/pL)l1.20pL 0O NTOOOOOOO (0.5 p g/
p L), 12.0 pL O TSNT OO (0.01 p mol) (Oda, M.; Ueno, T.; Kasai, N.; Takahash
i, H.; Yoshida, H.; Sugawara, F.; Sakaguchi, K.; Hayashi, H.; Mizushina, Y. Bioc
hem. J. 2002, 367, 329-334.) OO0 826.5py L ODODODOOCOCOCOOOODOOO)DOCO
000000 OoogPCRO3U OO OO OOO3OODODODD3 ODOO0O (940 3000, 66
0o 3000, OO0 720 3000), 3 OOOO (940 3000 O, 620 3000, ODOO 72
O 300D0), 0000 240000 (940 3000, 580 3000, ODOO 720 3000)
OO0OOOPCROODODT7%/15% DODODO0OD0OD0OD0ODO0DO0DO0OOOOOTrisOOOoooDOoDOO (
2.22 mM Tris-HCI, 2.22 mM H;BO;, O OO 0.055 mM EDTANa,) O O O SDS PAGE (150vOd
00 ) ODODDODOOCCOCOOOOOGel starboooobobuwbbDbOOoOOCODODODOoOOoOooOoo
O
oooogod
1-4) Axinelloside AO O O
000O0ooOooooono3.9kgdddddl1.2kg O OO O MeOH (4.4 L), EtOH (2.9 L),
ooooodQd 3.0L)yoooooooooooooboDbDbDbDDoO2.7kghD 00O DO DO MeOH
(6.0 L), EtOH (3.3 L), 00 oOouoogd@.0L))ooooooouogooooooooao
Oo0oo0dd(2.0L)bED,0 (4.0 L)DDODDDOOOOCOEOD,O0 OO90OMeOHO OO (1.0 L)
On-000Od0(@.1 1) D00 O0O0OO0OO0DODODODOODOODODDODDDDDONn-COOOO0O (12.

10

20

30

40

50



(8) JP 2007-161902 A 2007.6.28
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000000012000 000000000000Me0OH (1 mL) ODODOOODODOO1N HC
I000o0o0oo00o0oooDo0oo0oooDo0DU0ooooDooooDUoooDOoDO0oDoDoDooDoDoDoo @
mL) O AcOEt (1 mL x 4) OOOOOOOOOOOOODONa,SO,0 00CDO0O00OO0.6 mgd
OD0D0O0O000b5.2 mg O axinelloside A O O MeOH (675 p L) OO O 4 N LiOHO OO (
225 y L) 0000000000 17000000000000000MeOH (I mb)oOoOod
O0DO0O0 1 NHIIODOODDOODODOD@mL)OoOOoOOoDooOoDOoDoooDOoOooooooao
0000000000000 o0Oo0D0OoO0ODOOE.5 mL) OAcOEt (1.5 mL x 4)0 0O
000O0O0O0O0oO0oOddNa,So,00000001.1 gD 0DO0DO0O0OOOOOOOOACOEt-O
O0O0OO0O0D0D0O0OOCOSMOSIL 5C,g-AR-11 OO OC,;g O 0OHPLCO O OO 200 mM NaClo,O
90% MeOHO O O O O O 200 mM NaCl0o,O0 0O 97% MeOHDO OO O ODODODODODODODOODOO
gooddil1.omg O (B)-2-0000000OOCOCOOFABMS (DDDODOODO: ODODOOd
O0O00) m/z 253 [M-H] ; 'H NMR (600 MHz, CD,0D) & 6.91 (1H, dt, J = 6.9, 1
5.6 Hz), 5.78 (1H, dt, J = 1.5, 15.6 Hz), 2.20 (2H, ddt, J = 1.5, 6.9, 7.1 Hz),
1.46 (2H, tt, J = 7.1, 7.3 Hz), 1.28 (20H, m), 0.98 (3H, t, J = 6.9 Hz)O
oooooao

1-8) Axinelloside ADDODO 3-00000D0D0DDODDODOOOOODODOOO

0 0.5 mg O axinelloside A O 90% HCOOHO O O /10% TFAO O O (1:1, 500 p L)O OO
ooooooOoOoooovy700DO0UO0OO0DOODO0DO0OOODU0DUOODODODDODODOODDODDODOOO
00o0ooooooooooDnD400 pL)ON-000D0O @00 ppLXx 3HODODODODDODDODODODO
O00OOCHCI; (400 p L) O ODODDODODODON-0O0O0ODOOOCHCI;OO0O0OODOO.1mgO O
oo
|
t(

O0Ooo0oooao

00000000 001.5 mg O axinelloside ADDOODOOOOODOOOOOO
000000800 plL)Dn-0000(300plL x3)0000000000000ACOE
300 pLx2)J00000O00n-000000ACOEtD 00 O0DOO0O0.3mg0 0000
0000000000000 D000D000O000O000O000600pL O OO0O00O/MeOH
(7:2)06 pL O 2NHIOODODODODOODODOODODOOODOOOOOOODOOOS0pLOO?2
MOODODODODODDODOOOOOOOOn-00000000000000000001000
000N, 0000000000.6ng 000000000000 00O000O00O0.6 mg O
0000000000000 O000O0O00O0O0000000000000 n-00000Ohn
-0 000 /AcOEt (95:5)0 n-0 0 O O /AcOEt (9:1)0n-0 O O O /AcOEt (8:2)0 0 O O n-
0000 /AcOEt (7:3) 00 0000000000000 O0O00O00.1mg0 3-00000
0000000000000 O000O000FABMS (00 OO0 O: NBA) m/z 315 [M+H]
000 337 [M+Nal®; “H NMR (CD;0D, 600 MHz) & 3.96 (1H, m), 3.66 (3H, s), 2.47
(1H, dd, J = 4.2, 15.0 Hz), 2.38 (1H, dd, J = 8.5, 15.0 Hz), 1.45 (2H, m), 1.28
(26H, m), 0.89 (3H, t, J = 6.9 Hz)O
0Do0Oooo0o
1-9) 3-00 0000000000000 00000000
050 pg03-000000000000000001100plO000000000 (250 p L)
CH,Cl, (250 pw L), DMAP/O OO O (5 p L, 2.3 mg/mL), 0 OO (-)-MTPACI (5 p L)
0000000000000 0000000000200000000000NaHC0,0
000 (200 )ODOOODODOOOOOODOODODODOOOOACOEE (200 p L x 3)0
O0O0DO0OACOEtD0 0 0 DONa,$0,0 0 0000000N, 0000000000000
0000000000000 000O000O000O000O000O0 n-0000, n-00
0 /AcOEt (95:5), n-0 O O O /AcOEt (9:1), OO O n-00 O O /AcOEt (8:2) 0 OO
00000000000 00003-0000000000000000(S)-MTPADDOD
D000
00000
50 pgd3-0000000000000000O000O00000O0(+)-MTPACIOOO O
003-0000000000000000R)-MTPADOODOOODOO(S)-MTPADD OO DO
(R)-MTPADODODOODOOH2OHIOOOOH4AOOODOOODO (DOO0O8 08 ,)000
00O0ASO (3¢-8z)0 'WNMRO OO ODOOODOCOSYDOODODOODODOODOOOO

OoooooooQgogo-e
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oooooao
1-10) 0000000 oOOoDU0ooooDOoOoooDooooao
0O 55 py gd axinelloside A 90% HCOOHO O O /10% TFAO O O (1:1, 500 p L) OO O70

0000000000000 O000O000O000O000O000O000000000000
O0400p LODODODDOODOODODOODDOODOD10pLlO000000IC-MA3-1 (0 ODODODO
00O0D0)I00OShim-pack IC-A3 (S) (00 O0O0O0OOO0OO0)O000000000000O
000000000000 Axinelloside ADDDOOOOOOOODOOODOOOOOOO
00000000000

Dooooao

2) Ooooao

2-1) D oo0Ooao

O0O0A. infundibula (3.9 kg)O O axinelloside A (27.6 mg)D OO OO (O 1)0O Axin
elloside AUDD 00O OOOOOOOOOODOICs, 2 pg/mLO0O00nonoan

oooooao

2-2) DOoQOoaO

0000000000000 oDoDo0O0o0oo0DO0Do0oo0o0Do0DU0Do0oo0DoDo0DO0o0DOoDO0oDooOooODOooOoOan

DO0O0ODMSODODODODDODODODOODOOOOOO'YHNMRODOODODOOOOOOOO
gios00000C0C0O0O00O0O0O0O0ooo0oooo0oobobODbDDbODODOO0OCOO0OO0OO0OOOONMRODO
DO00DO0O0OOOOOO'W NMROODOODOO200000'CNMRODOODODO2000
ooooooooboeobobobOODOOOOCOCOO0OO0OOOOoOoOoooooobobDbODODODOaO
O ESI-MSO O O MALDI-MSO O O DODDDDOOODOB80 (S0,)0 00102 (NaSO;-H) DO OoOoOod
uoooboooboocoboocobooobooobooboooboobooboobooboobao
ooooooooooooobobobooooocooooooooooooooboboDbODODOao
O0000000axinelloside ADDDODOOOOOODOOOOOoOoOoooOoO
ugoodaoan

2-2-1) Axinelloside AO O O O
O Axinelloside AD D0 OODDDODDODOOOOOODOOOOOOOoOoOoOOGeCoDOOGe /
MSOOOODOOODODODODODODO0DOO0ODODODODDODODO0DO0OO0ODO0ODO0DO0OO0ODO0OOO0ODOOOdscyllo-O
0o0o00oggs:1:5:10 0000000000000 oDoDoDoDDoDoDOoDOoDOoOOo0DOoDOo0DOoDOoOod
Omethyl (4R)-0 00000 -4-0000000000000O0O0OGCOODODDOOOODOO
ocoooooOooooOoDooooDooooDooooogL, b, bODODOOOO
oooooao
2-2-2) Axinelloside ADO OO OODOOODOAO
O Axinelloside ADOOOOONMRODODODODOD3CDGO ,p-000000000DO0O0OO
ljoop-0000D0D0DDOO0OOCOO0OU0DDO0OUOOO0O ,p-000D0DODODO0OAO |][]D3JHZ,F
;000015 HzOOODODODODODOE-OCOODODODODDODODOOQOODODOODODOODDODOOOOO
Oo0o0Do0ooo0o0DooooDooooooao
oooooao
O 00 0axinelloside ADOODOODOODOOOODS-HPLCOD OO a ,p-000000O0
000000000000 OFrFAB-MSOOOOOM/z 2530000000000 00000(
E)-2-0 0000000000 DO0O0OORDOaxinelloside ADODDODOOOODODODOODOOODO
ODOOFAB-MS D200 000 0m/z 2530003000 00000m/z 25300000 (E)-2
-00o0o0o00U0U0ddm/z 3000000000 OB-ODO000D0DU0DUODUOOOOOOooOooOO
0oo0oo0ooo0O0oooo0Do0ooooO(@OoooooDoo)y oooDoooODOoDOoooODOoODOoOo
000000000000 oooUOp-00000DO0oOoODoDO0oDO0oOoOOoDOoDO0oOoDoODOoOOooOoOan
O0D0DO0O0O0DO00OO0OONMROOOODODDODODODOODODOODODOOD3-0000O0O0Oan
O0D0000D00000O0OCcC3 00 oooDOoOoODOMesherD0ODOODOR-000DO0O0OO

O0Ooo0oooao

ooood
2-2-3) JOODOOONMROODOOOODOO
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OCoOO0O0O00OD0O000OO0O0O0OO0OO0OO0O0OO0DO0OO0OC0CDOODDOO0Odaxinelloside AO OO
OCONMRO OODODOODODOODDORDODQF-COSY, HOHAHA, HMQCDO O O HSQC-HOHAHAO O
o3ooooooa30d (a-o, b*-k*, m"-0") OOODOODOODOODOOOOODOOO
NOESYO OO HMBCO O OO OOODODODOODOOODOSscyllo-OOODODDOO100D-000
oo10D0DbD-ODO00CCOOSsSO0D0L-ODODOSO00003W0O(k)-2-000000O00O00O1
oRrR)3-oooooooooooooooooooOOoOoooOoooboooooooao
ocoooooooooao BD?’JHLHZ:7.7HZDDB—DDDDDDDDDG—DDD3J
v, w0 4.0 HZzOOOOOODO

ocooooao

2-2-4) J0ODDODOOODODOOODODOOOODOOOO

OOO0O0O0O0O0OdA-H5/B-C1, B-H3/C-C1, C-H3/D-Cl1l, E-H3/F-Cl1l. G-H3/H-C1, H-H3/1-C1
, 1-H2/7J-C1, J-H4/K-Cl1O0 0O 0O OOHRWMBCOOOODOO (O 4)00 00O D-H6S/E-H1, F
-H6s/G-H1, J-H2/L-HIOOOOOOONOESYDDODDOOOOODO S00000 300000
ocooooao

ocooooao

ooooooooooosg [20o()-2-0C000D0DO0DO0oO0o1ODo3-cooooUooooOod
OO0OO0]J0000D00A-HL, K-H2, F-H20 OO O OOODOOOOCDODOODOOOOODHMBC
OoODo0O0o00O00 eOD0O0O0OO0ODOODOODOOODOODDODODODODDOOODODODO1I00C
B)-2-000000COO0O0O0O0OOOOOCONMROOODOCDODOOODOOODODDODOODDO K
Oe00D0O0O00D0O0OO0ODOO4.40, 4.62 ppm0 000 O0O00CDOOOOCDOODODDOO
ocoooooDO0oOoooooooooooao

ocooooao

2-2-5) 0 ODODOOOOOOOO

O Axinelloside AD DO DODODDDDOOOOODODOAOShim-pack IC-A3 columnD O DO DO O O

Oo0oo0ooood

002440 000000000000000000001000010-2000000000
0000000000000 300000000000000000000000000
DoO0D0s30000000000000000000000000000000nooo?
000000 90% CD;0D/D,00 90% CD,0H/H,00 0 0D DOOODO0D0D0O0O ' Cc-HMQCO O O
00000000070 0000000090% CD,0H/H,0000HMQCO OO D ODDODOOD
000 D0O0D090% CD,0D/D,00 0 0HMQCO0 0 DD DDNDDCODNcoooooooooOoamO
Ad 0= 8 cop - 0 coulJ0D0DO0D0AS  O0D0O0.1 ppm0 00 D0O0000DO0A-C3 (A

c= 0.17), A-C4 (0.17), B-C4 (0.15), C-C2 (0.16), D-C2 (0.14), G-C2 (0.14), H-C2
(0.14), 1-C4 (0.14), 1-C6 (0.17), L-C2 (0.14), R2-C3 (0.17)0O 1100 ODODODOOd
I A A A A 0 A o A W A W A W AR WA
0oooooDoooDooooooooo 8OO

ooooodod

2-2-6) 000 O0OO0OOODODDODOOOO

00000 oooooooooDDDDO0O0Ooaxinelloside AUODOOOOOODODDODOOGODAO
0o0oo0ooooooooooDoDoDoDoDoooo0o0o0Oo0Oo0oooooooOoooDoDoDDODODaO
0000000 oooooooooDoDDDoDDoDo0D0000000O0OOdddeeGunay, N. S.; Tada
no-Aritomi, K.; Toida, T.; Ishizuka, I.; Linhardt, R. J. Anal. Chem. 2003, 75, 3
226-32310 000000000000 O0OO0OO0OO0OO0OO0OO0OODODGDODRDOaxinelloside AD O OO
040000000000 OO0OOESIQIT-MSOODODOODODOODODOOODOOODOOOOO
00000 ooooo0ooooDoDDoDDoDoDoooOoOoe A0 DD D D00 OooOoooDDODDODOODODaDO
000000 oooooESI-QITU 00 O0O0oooongM: m/z 5755; R: m/z 74 (MeyN))
0000000000000 o0o00ATT (-00-2-00000) 0OoOoooooOooOooOaoMA
LDI-TOF-MSO O ODDDODDDODOOOOOOOOOOOOOOOOODODO®O9BOONaCI O0OO
0o06-00-2-0 0000000000 O0O0O0OODOOODOOORDOMALDI-TOF D OO OGOGOQ
000000000000 oONMROOOO0OO0OO0DO0O0DO0ODO0DDDDDODODODODOOOOdaxinell
oside ADUDDDDDDODODODOOOOOOOOOOOOOOOOODODOAE784.2000000C
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137H2190117S19Na; o0 000

goooogoao

OO0 1000000000000 0O0O0OO0O0O0Dowex 50x80 O OO OHO O O O axinellosid
e AO MALDI-TOF-MSO O OO OOCOOOO1800000O0O0O0DODODODOMA (n/z 2922.4)0

O O O axinelloside ADDDODODDDODOOCOCCOCOY-OOOB-OOOOODODODODDDDOGODRO
uoooboooboocoboocobooobooobooboooboobooboobooboobao
OCoOOo0O0o0o0O0O0O0ODODO0ODO0O0OO0ODO0OO0OO0O0110000M(M - 18NaSO; + 18H - Na) OVY- O
OO0 B-ODODOOOOOOO0OO0OO0OOOoOoOoOooooooDbDDbDDDODOOOODO0ODO0OO0OOOOM(
M - 17NaS0; + 17H - Na) OO0O0OO0O0OOCOODOCOCDODOOOCOOOOODOOOODOOOO
ooooooilocoocoooooooooooooooobbDbODbODbOOOCOOO0OOoDOooOoao
oooooooooad

oooooad

3) oooooooao

O 0O 110 axinelloside AOC,, 0 000000000000 OHPLCOODODDOOODOOO

OOHPLC OO ; ODOO: Develosil C30 (0D OOODOODODO, @ 20 mm x 250 mm), OO
100 mM NH,O0Ac O O n-PrOH/MeCN/H,0 (60/20/40), O O : 9.45 mL/min, O O : UV (220

nm)O O O

oooooao

0O 0120 axinelloside AD DO DDODDODDOOOOODODODOOOOOoOoOooOoee/Msoood

Oo0Do0ooDO0ODOoooooooDecOO; ooOO«: DB-1701 (@ 0.25 mm x 30 m), OO

OOo0o0ogd: He, OOODODO: 150 - 2500, OO0OO: 3 O/min, OO : MSODODOODO

oooo, o000 (min): OO0O0OO (21.6), 0O OOOO (22.7), 0OooOOOO (30

.8), scyllo-O0ODOOODO (32.9). ODOODO, JooboDoo, 0ooooOg, scyllo-

0000000 5:1:5:10 00000000

oooo0oo

0 0 130 axinelloside ADOOOODOODOOOODOODOOOODODODOOOGDOODOODO
0000000000 000GC OO0; 000 : DB-1701 (¢ 0.25 mm x 30 m), 00O O
OO0O0:He, 00ODOO: 150 - 250 0, 00O00:30/min, 00: 00000000
, 0000 (min): 000D (21.1), 000000 (22.2), 000000 (30.4), scy
llo-0DODOOD0 (32.5). 0000, 000000, 000000, scyllo-000O
000 5:1:5:10 00000000

oooooo

0014000000000 (4R)-000000-4-000000000000600000
00000000000 000GE OO0 ; 00D : DB-1701 (@ 0.25 mm x 30 m), OO O
OO0O0O: He, 00OODO: 180 - 2500, 00O00:30/min, 0O0: 0000O0ODO
0O, 0000(min): L-0000O00(22.0), D-000000 (23.4), L-0000DO (22

.6), D-00D000(23.2), L-0000O (26.2), D-0000 (24.8), L-O0O0DO OO0 (3
1.7), D-000 00O (36.5)0

Dooooao

0 O 150 axinelloside ADOOOOOOOODO(4R)-000000-4-000000000
DoO0ec000O0O00ODNODO0ODODOODODOODDOOOG0O0DOONDNDONONDONONODOOOO
(nin): D-0 00000 (23.4), L-000 O (26.2), D-00O000 O (36.5)0

0 0160 axinelloside ADOD OO ODOOOOOOOOOOO(E)-2-00000000 'H
NVR 0OODOO0OODDOOODOOOOCD,000 O

00170 axinelloside ADOOOOOOOODODOOOOD (E)-2-000000000
O0DO0ODOOFABMSO D 0DOOOOOODODOOODODOOODODOODOOOOOO

0 180 axinelloside ADDOOOOOONn-000000O000CO000OOOFABMSO O
00000000000 0000O00000m/z 253 [M-H]’O0O0O0O0OO0OOOO (E)-2-
000000000000 0Om/z 299 [M-H] OO O0DOO0ODOO03-00000000000
00000000

O 0Ooooo
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190 axinelloside AD DO DO OODOOOCODOOOD3-0000000000O0000
'WNWR ODOODODOODODOODDOCD,0000
2003-00000000000000000000C0O00OEABMSOODODODOODN
Om-00D0000000CO0O000OO0

Ooo0Q

2103-0000000000000000C0C0OO00MPAOCODOO'™ NMROOODO
OO0O00DCD,0D00A: 3-00000000000O00DOO, B: (S)-MTPAD DO OO,
(R)-MTPAD DD D0DOODOODOODODDODDODODODOOOOOOOOO
2203-0000000000000000MTIPADDDOOASOODDOOC3DOOD
ROOODOODODO

230 90% CD,0D/D,00 O axinelloside AODDQF-COSYO O OO OO D OO

240 axinelloside ADODQF-COSYDO O DO OCODOODOOOODOODOOODOOOD
250 90% CD,0D/D,00 O axinelloside AD HOHAHAD 0 OO O OO DO O

0000

260 axinelloside ADHOHAHAD 0 0D OO OO OODOO

270 90% CD,0D/D,00 O axinelloside AONOESYDO O OO OO DO OO

280 90% CD,0D/D,00 O axinelloside AOHMQCO 0O OO OO OO

290 axinelloside ADHMQCO D 00D DOCODOODOOOODOODOODDO
300 axinelloside ADHMQCO 0 00O ODOODODOOODOOOODDODODDOODO
ODO0O0Q

310 90% CD,0D/D,00 O axinelloside ADHMBCO D 00O DO OO D

320 axinelloside ADHMBCO O D 00D ODCOCOODOODODOOCOODOOODODOOCODOO
Doo0ooo0Ooo

330 90% CD,0D/D,00 O axinelloside AD HSQC-HOHAHAD 0O OO O DO O O

340 0000000000000 00DO00O0axinelloside ADDOODODOOESI-TOF-
O0DO00D0O00 [O0O0: n-PrOH/MeOH/H,0 (40:60:60) 0 OO 5mM OOOC0DOOO
Om/z 4127 0O0O00ODO (M - 3S0,H +2H)' 0000000

350 axinelloside AD DO OO O OOMALDI-TOF-MSO O 0O CODOOODOOOCODOOO
-00-2-00000000000NaCID0O0O00O0O0DOCODDDOO0OOO0OOODODOOD
OOm/z 4761 (M-Na)” 00000 C0CDOO0O0OO0OOCODOOOOOOCODOOO

360 axinelloside ADIRDOO OO OO filndODOOCO

o000

10 O axinelloside AD'H OO D' Cc NMRODODODDDOOODOOOODODODDDOOD
0000

o000
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Axinelloside A®'H & U '*C NMR ¥—4% (CD,00/D,0 (9:1), 300K

gl HEE 15C H S o
(157" V04" FERO (7" Vv B30
BE A (sevllo-1/7b=1) G (a-1-72-0)
i 523 dd, J=9.7.9.8 73.7 1 5.12 d./=-4.0 101.9
2 4.17 dd,/=94.9.8 81.8 2 3.98 dd,J=4.0,105 70.0
3 371 dd,J=94.9.9 753 3 3.88 dd,J=39,105 814
4 361 dd, 7=9.4,9.9 74.5 4 4.50 brd, J= 3.9 82.6
5 4.15 dd,7=91,9.4 78.0 5 4.11 brq, J=6.5 68.6
6 471 dd, J=91,9.7 82.3 6 1.17 d,J=65 18.6
¥5 B (B-D-1F7b-7) 5 H (a-L-73-2)
] 5.19 d,7=77 101.5 ) 5.15 d,J=42 103.9
2 441 dd, J=17.7.10.0 79.1 2 3.81 dd,J=42,106 71.1
3 3.78 dd, J=3.1,100 83.8 3 425 dd,J=42,106 77.8
4 407 brd,J=3.1 72.3 4 4.73 brd, J =42 843
3 3.88 brt, /=72 76.0 5 455 brq, /= 6.8 69.7
6 427 ! 70.0 6 1.29 d.J=68 18.8
5 C (a-L-77-3) BE (o-D-07 7707
1 5.09 d,J=42 104.8 1 5.31 d,J-44 102.5
2 3.90 dd, J=42,105 71.9 2 432 dd,J=4.4,105 717
3 4.16 dd, J=32,105 76.9 3 4.70 dd, J=4.0,10.5 80.7
4 475 brd,J=3.2 83.0 4 4.48 brd, J= 4.0 70.4
5 4.40 brg, J= 6.6 69.7 5 4.44 brdd,J=42,95 73.8
6 1.28 d,J=66 19.1 6 3.68 dd,J-42,122 64.4
2D (a-D-1" 77 b-2) 3.78 dd, J=95,122
1 533 d,J=42 102.8 5 J (0-L-73-2)
2 397 dd, /=42,10.5 69.7 1 5.39 d,J=4.0 98.1
3 4.76 dd, J=32,105 77.5 2 4.25 dd, J=4.0,100 73.6
4 5.06 brd.J— 32 792 3 4.53 b 71.3
5 467 brt, J= 6.6 72.0 4 4.60 R 81.3
6 3.54 dd, /=6.6,12.1 703 5 4.44 brg, J=7.2 69.9
398 dd, J=6.6,12.1 G 1.37 d,J=172 19.0
¥ E (-1-73-3) B K (a-D-17 7708
1 5.20 d,J=40 100.3 1 5.40 d,J=3.9* 100.2
2 4.52 dd, /=4.0,10.0 76.9 2 5.48 dd,J=3.9,104* 70.4
3 4.24 dd,J=4.2,10.0 75.4 3 5.13 dd,J=42,104 75.7
4 478 brd, /=42 83.6 4 5.19 brd, J=42 78.2
5 431 brq,J = 6.5 68.6 5 4.58 b 70.6
6 1.28 d,J=65 18.7 6 4.40 i 63.9
4.62 2
5 F (a-D-1" 97b-2) 101.4 BEL (a-D-T7t" /-2)
1 527 d,J=33 70.7 1 5.44 d,J=39* 97.7
2 525 dd, /=33,10.6 74,5 2 4.09 dd,J=35,105 69.0
3 493 dd.J=32,106 79.2 3 435 dd,J=4.1,10.5 76.3
4 5.06 brd, /=32 73.4 4 4.7 £ 77.5
5 4385 brt, J=7.1 67.5 5 3.84 s 63.6
6 385 dd,J=71,12.8 4.02 <
398 dd, J=7.1,12.8
Ry (2~ TVEE) Ra (2-~345" 2V B
1 170.0 1 169.8
2 5.88 d,J=156* 1238 2 5.88 d,J=154* 1222
3 6.95 td. /= 6.8, 15.6* 152.3 3 7.18 W, J=6.8,15.4% 156.6
4 2.18 m 34.8 4 2.25 m 35.0
2.33 m
5 145 m 30.6 5 1.48 m 303
6-13 1.37-125 32.9-24.5 6-13 1.37-125 2@ 329-245
14 1.26 m 34.5 14 1.26 m 345
15 1.29 m 25.0 15 1.29 m 25.0
16 0.88 t,J=7.1*% 15.8 16 0.88 t,J=7.1% 158
R, (2-~547" TV EE) Ry (3R-t} n¥v-4747 hoEE)
1 175.7 1 170.6
2 2.67 dd, J—9.8,14.2% 45.4 2 5.93 d,J=154* 1229
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2.87 dd, /=29, 14.2*
3 4.09 m
4 1.50 m
5 1.32 m
6-15 137-125 .
16 1.26 m
17 1.29 m
18 0.88 t,J=7.1*%
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3 7.13 td. /= 6.8, 15.4* 153.9
71.2 4 2.23 m 34.9
397 5 1.49 m 30.5
284 6-13 137-125 32.9-24.5

32.9-24.5 14 1.26 m 345
345 15 1.29 m 25.0
25.0 16 0.88 t,J=7.1% 15.8
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