# 1 BT U7z Passiflora BHEWIE .

Sample no. Voucher no. Scientific name habitat date
Pa-1 S115 P. caerulea T BT 2007.9.25
Pa-2 S176 P. caerulea T S 2007.9.25
Pa-3 $26-1  P.edulis T BT 2007.9.25
Pa-4 S288-1  P. edulis T B 2007.9.25
Pa-5 S288-2  P. edulis R TR 2007.9.25
Pa-6 S288-3  P. edulis BT B 2007.9.25
Pa-7 S2884  P.edulis T ST 2007.9.25
Pa-8 S288-5  P.edulis BT ESHREH 2007.9.25
Pa-9 S238-1  P. quadranglaris BT EBRER 2007.9.25
Pa-10 S238-2  P. quadranglaris TSI 2007.9.25
Pa-11 S238-3  P. quadranglaris BT BUES 2007.9.25
Pa-12 S2384  P.quadranglaris T BUER 2007.9.25
Pa-13 S238-5  P. quadranglaris ET B 2007.9.25

Pa-14 S58-1  P.incarnata T B 2007.9.25
Pa-15 S58-2  P.incarnata T EU5E 2007.9.25
Pa-16 S58-3 P. incarnata AT S 2007.9.25
Pa-17 S58-4  P.incarnata T BT 2007.9.25
Pa-18 S58-5  P.incarnata TSP 2007.9.25
Pa-19 none P.edulis)VE A5 — FETEWIEEH 2007.9.25
Pa-20 none P. edulis 1< — 27 — T EBWER 2007.9.25
Pa-21 none P. edulisF1 & BTE, &% 20079.25
Pa-22 none P. edulis TF R FE-1 TR, REMS 2007925
Pa-23 none P. edulis TE 3582 BTE, RES 2007925
Ps-31 none P. rubra H4# 3 2007.10.22
Pa-32 none P. incarnata H A< g 2007.10.22
Pa-33 none P. vitifolia HA# 2007.10.22
Pa-34 none P. suberosa HA 2007.10.22
Pa-35 none P. edulis H A7 3 2007.10.22




% 2 AWFE TR L /= passion flower 845,

Sample No. Name Form
Pak-1 Ny a>757—-ITF2R SN
Pak-2 )XwiaT757— Hh T
Pak-3 Ny aT7570— - N—TF1—FEiK FF
Pak-4 Ry AEH (NyiaT757—) IFA Hh 7V
Pak-5 Ry AE TR TNV
Pak-6 N1 E FIUFH FF
Pak-7  HHSwi 3> TS5 — £S
Pak-8 HEN—T NXwia>TIF57— 3
Pak-9 Xy a>lT57U— 2K
Pak-10 )Sw 33> 7 57— Passifloraincamnata A —H=w/r I
Pak-11  [H#) Nwa>T57— ¥
Pak-12  NNw a2 757— =
Pak-13 Nwar757— N—T5F4—(XtL—1h) X%
Pak-14 Nw a3 I75T— (F—H=v D) ¥

£33 EHETHERLET 1 <—.

Name Sequence (5'-3") Reference
ITS-S1 GGAAGTAAAAGTCGTAACAAGG 4
ITS-AS1 GTAGTCCCGCCTGACCTG ° none
trnL-F-e GGTTCAAGTCCCTCTATCCC -5

trnL-Ff ATTTGAACTGGTGACACGAG 5

& 4 Passiflora edulis TRH S 7= ITS BEFI OB FEL

G Nucleotide position Samples
enotype
5 142 161 213 360 424 554 555 564 571 Authentic Commercial
Typel A G Y C A A C C T G Pa3to-8,Pa-22,23 Pak-2, -9
Type2 C A C€C T G G T T C A Pa35 Pak-5

Type3 M R Y Y R R Y Y Y R Pa2Pal9t0-21

M: A/C,R: A/G,Y: C/T



7% 5 Passion flower 8 OHEE R HFE.

Sample No. Putative species Sample No. Putative species

Pak-1 no amplicon Pak-8 P. incarnata
Pak-2 P. edulis Pak-9 P. edulis
Pak-3 ot Pak-10 P. incarnata
Pak-4 no amplicon Pak-11 P. incarnata
Pak-5 P. edulis Pak-12 P. incarnata
Pak-6 ot Pak-13 P. incarnata
Pak-7 P. incarnata Pak-14 P. incarnata
Pa-23
Pa-35
Pa-22
Pa-21
Pa-20 > P. edulis
Pa-19
Pa-4 to -8
Pa-3
-|- Pa-2 ~
Pa-1 P. caerulea

Pa-14to -18 P i
: Pa-32 . incarnata
- Pa-33 P. vitifolia
' Pa-9 to -13P. quadranglaris

50 Pa-34 P. suberosa
1 1 1
4 2 0
Nucleotide substitutions (x 100)

Bd 1 Passiflora BREYIEESH D trnL-F IGS BL 3% B IVERR U 7= F Rk

Pa-3

Pa'4 tO '8 edulis

Pa-22to 23 [

Pa-35

Pa-33* - P.vitifolia

Pa-32 .

Pa-14 to -18 P. incarnata

Pa-1 P.caerulea

—_ L Pa-9 to -13 P. quadranglaris
Pa- P. suberosa

271 a-34

| | | | | |
25 20 15 10 5 0
Nucleotide substitutions (x 100)

X 2 Passiflora JBHEYEZ S D ITS1 BLF1 % FITER L 7= 0 TR
Pa-2,19,20,21 {3, MECHEINDENERLERD, RERMNSBRWE (R42H)
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R A
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GTCGCGTGCCG
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.€C .6
. T .
. 6. R

[ 3 Passiflora JEREY D ITS1 HERLS LLEE
CO RN, Poincarnata ERICHEERVCEEOREE, ThEThEKT.
P. incarnata Fs BWE R EZ BN T/RLU .

CCGCGAACCGTTG

AGCCGCGGGCC

G. .G6.

Aprnrnrna@-

o
CACGAACARATC

M
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FPrPrFrPa@.
.o o B
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B4 FBRFHMHE (EER - BERBEREL X227 M) -V A 2 AREMEFHE)

SHEBFARSEE
SHEFIEE HOLEEXLOBEGHEE RE UICETAFE

SEMEE SHELR EMERLRLELEMER AR Hk
MEHIE St ENERLBEEEMT £EE EZEREE

Wb @FERM] »oRbShzzshER2 (ED) IBRERLEULEMITONT

MAEE B EHEAFERMLECICHRRRERBHEHT L VMVEDLELZG
ToRHEEHE T VbW IRERRICEENTW MY OREE - RIELZIT- 7.
AE L VB TLC I K 0 BB L 7= R atipic &, £ NMR A7 MVRIE, &5
FREEMS RIEEZIT o7 RR, TNOIXEDHREETHLIIVATFT7 40 4) IZH
PILI-BEEF/FOHEME 1 RV 2) RUK T H7 4 VEUOFHEHE 3) T
bolz. TNHDEEWIL. TOHBENPS, 1 RP2IZHOVWT, TNENTF AT T
7 4V (thiodenafil) R FEEF AT+ 7 4/ (homothiodenafil), 3 I/ ViE 5
77 4 /v (norhongdenafil) &4 L7-. RIZ, T HD LC-PDA-MS IZ & 5 ik
DEFTZATVY, 10 SUPUCHRE LIALED REFICHBE, BHETEX 2R &ML

7.

A. TFZEER

A EETIRERMIC, AT T4
Ny SAFF T ANERIZEZTT AN
-7 ED 16 % (BEMMS) DIRASINT
WABEFINE EMI V. TETHE, HRO
BEkh37=Hiz, Zhb EDIGRE (BEX
SREESY) O—EHBELEE (B1) b2
REANTF 740 (5), B RedIREY
NTFFT7 40 (6), "oTFH740 (7) %
FRMEERNMT H2EFANELOL I
RoTEED,

YRR 19 FBE, dbigE LR AT IE ONE
AP R BRI IR R SERT & 0, R0 %38 O R
BRICEEN DI RMAHMY O EREEZED
BAKERHY, ThOOHE, RERN
SHTIEDMESL % BRI 21T o 72,

B. W5 ik

RE-RE:7Eh=bUN, X2F/)—)

iZ LiChrosolv gradient grade LC f (Merck 1)
%, 7 aaR/lAh-diiduvasol (Merck #)
Z, TOMORIEIIERDERA .

1. REAHY O HREE

At 1 RO 2 ARE L AR &
DREMENT-H T ELFTOREHE 01 g
ZRUORBREIZEY, A¥ /- 5mL %
A, 10 IR E S Uiz, =B,
EEESERLUE. &bi2, FCHHBEE
2EIIT- 2%, FBLE LEESDLYE, BE
TRBEL. RELVEOAY ) —AENZ
WL, 5B TLC %21To7=. ER ARy b
ENERY, AZ/—ATHEBL, MK
—¥Iz>% LC/PDA/MS BIEZITV, BHL
EMESULESEFREL, BELE.

TR 3 HRARRERET R L D&



ZMA 10 3R E S Lz, 3050 B,
EHEESBML. ML LEEREL S E
7B, FERICHIEEREE 2EITV, SELE
EEzEbE, BETEBGLEL. B &
DAL ) —NEMIERL, 5B TLC #1T->
. ERARy PENEERY, A% ) —1LT
i L, RO —&IZ>% LC/PDA/MS I
ExITV, BLAMEELES*FEL,
BHEEL7-.

SETLC &
B : Merck Silica gel 60 F254, 2 mm

BEEBE : X%/ —L 1 K7 ook
10 BiRIK

2. THiMm 1,2 RU3 OEERE
IR A7 b AHIZE
FEITIE INM-ECA500 (B A4y ¥H)
ZHV, KBr LIBEFIEITSEL, MIE L.
EfEEEMS (HRMS) Il
FEEIZIZ, LCEBIZ Waters ACQUITY
UPLCY A7 A% @2 L 7= Waters LCT
Premier 0a-TOF MSZ3#7 &t (Watersft)
Rz,
B REEMS (HRMS) HIFE
FEEIZIE, LCEBIZ Waters ACQUITY
UPLC ¥ R 7 A, % B L 7= Waters LCT
Premier oa-TOF MS43#75t (Waterst 1)
Y01 LAY
St
% Z A : ACQUITY UPLC BEH CI8
2.1 mm x 50 mm - (Waters #),

1.7 ym
40 °C
BB - AR (0.1%XEEAH), B#K (0.1%
¥EET7E h= b Y VAR

T MEMSF 04 (%B=10) -15%

(% B=280) -20 %3 (% B =80)
JiiE : 0.4 mL/min
Tx MEAF— T LA B (PDA) ;200
—600nm, 12nm EE TR Xy
HEAR :1uL
Y7 V—BE:3.0kV, I—FE:50
BU150 vV
Y—ARE : 100°C. BRYAELIRE : 300°C
AFNIE  ESIRTY T 47
BEE—F: WE—F (m/z100—1,000)
=P IS0 B B
(0.4ng/ul A% 7 —)VEEHR), 5uL/min

2y 7R

3. A1 RO &R
YNTFT 4N @) IIBEINANTFTFT
A4 (5) ZEK ML AATENL, TR
2, 4- bis (4- methoxyphenyl)- 1, 3, 2, 4- dithia-
diphosphetane 2, 4- disulfide /%, 74 =
YEHRRT, 105 CT 4 B/, BEE#L
. Wk, BEEBEFEEL, Boh5k
BEVBOAY ) —NBEML, 45H TLC
WZEORBRL, 1 Xik2 2587~

4. LC-PDA-MS HIE
EE K ORI E ST LC-HRMS BIE & [
BRIZIT - 7.

Skl 3 sl

T e
M1 RO 2: 0 7 VAERFREE 0.1
gIZAZ /—N5 mL #M% 10 HEEL S
L7, BELols, EErSBmLE. &
DIT, FICHERIEL 2 T 72%, SE]
LizbiE2E&bd, METRERELE. BEC
AZ ) —NEMZTERIZIOML & L2b D
EABRBEEL, ThEBEEARL, ReE
WL L., 20 1yl #BIEICHLE.
R 3 A7 EARNERFK 0.1 g iz 28%




TryE=T7/K 2 mL, BfBe=F LT ATV 2
mL Z/Nx 10 /3R & S Lz, EO008
%, EEESBRLEZ. UL LE-EBEZ 08K
SE%, RFRICHEBREL 2 BTV, SR
Lt ebt, BETREHELE. KREK
AL ) —NEMZTEREIZCIOML &L, £
D 1ul ZHEFEICHE L.

C. WIE#HE
1. F#i 1 RO2 OFERE

#1121 K02 DNMR A7 MAIE
FREETLE. H-RO P"C-NMR BIE 217
ol T A, T T 40 (4) IZEEL
T= 27 MAKE LN, 'THNMR Tii 4
DIMDAFNEE 6 LDT I )T b
12, PC-NMR T3 3a, 7, 8 (LD RFEICH Y
BEADOT I BN T MEIZEVWHED S
iz, e 2 kIt NMR #I7E ('H-'H COSY,
'H-"C HMQC % 1t 'H- >C HMBC) #& 2% &
bbETHEFLEL 5, ABEOEEL
4 LK EPUEBbDTHH T EBHBHAL .
X 2 I8 &7 HMBC K O EAYIZE
ST NOE OfREREZR L. &b,
'H-"N HMQC, 'H-"N HMBC % Ut DEPT

(45° ; "JHN = 90 Hz,JHN ¥ 7243 *JHN = 4
RO 8Hz) BIERITom& 25, 1fIn%E
FE~SMLDOKENS, 2MLDEFE~S, 9
DKRFENG, 20 fLOEFR~ 22 fLOKFED
B, 3MLOEFE~ 21, 22 R 26 (L DAkFE
nh, FREREENBRI SN, £, 6
fLDER L AKFZOHBELER SN (F2).
£72, IR A7 b T, 4 TERIEIND
"7 I F (R-NH-CO) (Z#-5< 1690 cm™
ORI AYE TIRBR ST, 1540
em! [ZF AT I F (R-NH-CS) 235 &
Bz 4 TEIED N2 WRIAER X

ni- (B 3). &5FE~RARXT MO
ENbiE, Ta bk FA4 K

(IM+HT) CyH31N603S, (EHIHH : 491.1895,
FHEAE : 49118993 b, BT, 4
MOERLIE 1 ODBBINT—FLInb
DTF—FR—B LI EMOARE D 7+
M, 4 KEHBLEBEOHE 5-
(2-ethoxy-5-(4-methylpiperazin-1-ylsulfonyl)
phenyl)- 1-methyl-3-propyl-1H-pyrazolo[4,3-d]
pyrimidine-7(6H)-thione " EH EFN T35
EBHALNE R ST,

AREFITIE, 1 Oz, 1 EE Lz
UV A7 M EIRL, BREER Y bL
DOFEENS 1 LD H 14 amu (CH2 icfE ) K
EWEDOT v b AL FRETRT 2 bHE
CHFELTWE. 'H-RU PC-NMR BIE%:
Toleb A, FEVATFT7 44 (5) I
BULZANZ bARK/LH, 5 OFEE
LHESINT., 22T, 1 LEFRIZLT S
X9 2 E28HL, ENTLOBRBINT —
FEREBLILEZAS, ERIT—HKL, 2%
5-(2-ethoxy-5-(4-ethylpiperazin-1-ylsulfonyt)
phenyl)-1-methyl-3-propyl-1H-pyrazolo[4,3-d]
pyrimidine-7(6H)-thione & [FE L 7-.

1 RO 3HREam YThy, zoME
NHENEFNF AT F 7 4 /b (thiodenafil) &
WA EF AT F 7 4/ (homothiodenafil)
Lk L.

2. RHith 3 OERE

#2123 DNMR A7 MBIERR%
RLUE. 'H-RO PC-NMR BIE%£ITo7= & =
%, 'H-NMR Tix, YAFF7 40 (@) 08
UL AR FARF LN, 4 TIHER
EhinwAFLera by Ty by
TFNAD383ppm IZBH LN, Fi, B



FUVRICHEYT I 200V FAD S b,
KREBRID 7+ (3.11 ppm) 73 2.68 ppm
EEBHBAICBR I h-. —%, "CNMR T
i, RFFT7 40 (8) KWEELER~<Z |k
BB LN, 11.4 ppm IZBBIE N B 29 fif
DAFNEOL 7 FMTBRAISNT, 28 (i
AF V7N (520 ppm) i%,45.9 ppm &
BHEBICBR SN, EOMREE~ X AR
FMORERNSIE, 7a b AbyFA AR
(IM+H]")  CpH3;NsO; (FEHRIE : 493.2613,
FTEAE :493.2614)031% b, K 2 k5T NMR
HIE (COSY, NOESY, HMQC % U HMBC) #
RELODETHITLIZEZ A, AYWHEDH
BIXSON-ZF VERN- A FLEICBHREN
TEHBULEMTHDIZERHBALE. LoT
ZOHEDPORILEME JNVKTF 7 4L
(norhongdenafil) & fn 4 L 7=. 4 IZBHEh
7= HMBC DR %R LTz,

2, SMTIEORE

B 5121 KU2DUV295 B 354nm K&
VA A r@EIsa<v b I0%, 6
3 DUV 280 nm, m/z 453.2 {28 5HH 2
ne b7 LRNBAF VEEI O RS
T LR L. REFREE] 7.08 pizik 1 o
— 70, 13T D20 —rBEBRAIEN
o, E£7-, RERFE 291 SI23 oE—2o M08
BqHlan=., 10OUVRT MR R
27 hMLEE T, 2 O UV 227 kL
BOP~vAZAR7 bV%2E 812, 3 DUV X
NI MNVROPTARRY MLER 9 IZRL
7. 1 RUR2 ® UV Z~2Z kLiE,200—320
nm fHETIEATF7 20 (4) IZHEELL
2bDTH-o7A, 320nm LY BERET
i%, 340 nm X375 nm HEIZE 28,
354 nm (TBREZFORNIBRI SN, £

2, 3DFENIIFR T 7 40 (5) 128l
L7ebDThHote, =RAANT ML, =
—VEESOV TR, WL S FEBEA
AUIMHH] 2 EE LT R hLVTh otz

D. B

AL RNEENTF AT+ 7 4
N 1), REFATF74MRT VK
YTFrT7 40 (3) iX, EDIEFEETHBY
NTFTT7 40 (BEERBES) O—HHEL
THEEE L OME ThH o, 1-3 13 E B
EMTHY, EBRATIDTOEHTH-
To. TNHLOBRO—EIT, BEEFBHEE
REMBEREE - BRIEXKERE» O HER
Rahi-.

13 O5347%E% LC-PDA-MS IZ THRE L
Te& ZA, 10 LIRS BEFICHBE, RS
ARE L A2 o7z,

E. #5#

1. B ZEET S Wb aRFBERM] I
BENTWIERMPOREE - RIEZIT- -
&5, ED RRECELOBER2 Li-FA4
TrF740 1), BEFFTFFTT74QK
CINVKFFT7 40 3) Thot-.

2. Wb RRERS] »ORIHEENTAL
B 13 ITEERE 21T o BB TIIH
BHETHY, 3 o0 TiFICENSAT
PO TOEFTH-T-.

3. 1—3 @ UPLC-PDA-MS (Z & 343 #1iED
BREFZATVY, 10 53 LA S B - R DS AT HE
RFEEERLE.

BE TR
1) EERRS (VT F 7 40V EUEBE
DBPBHENT-WVWbDARERRIZD



2)

3)

4)

F.

G.

1.

2.
1)

W BAEFBERREER® - EAR
ErMERLER [(EXLHKTSRE
SN BABEFATEELIZONT]
http://www. mhlw. go. jp/kinkyu/diet/o
ther/050623-1. html.

Thomsen, I., Clsudrn, K., Scheibye, S.

and Lawesson, S.- 0., Organic Synth.,
Coll. Vol. 7, p. 372(1990); Vol. 62,
p. 158(1984)

Raucher and .S., Klein, P.,
Tetrahedron Lett., 21,
4061-4064 (1980) . ‘

¥, 1 kU2 i3, REHICERICEN
THRERHEHEINATEY, ThEh
thiosildenafil X [0}
thiohomoshildenafil & STV
5. Zou, P., Hou, P., Oh, S. S.- V.,
Chong, Y. M. Bloodworth, B., Low, M.-
Y. and Koh, H.- L., J. Pharmaceu.

Biomed. Anal., in pfess.

fe FRE A1 4

L.

R K
m SRR

L.

FRRRE

AL, HILETF, PHERK, &H
FZIR, TWhaRERM] PORIEE
NEHROLVT 7 o VERLEY
IRV TF T L ITDONWT, BAEES
8 128 425 (2008. 3, BRiK)

2) SRAUEZ. FRItha] AR, FEFK,
AHEELR WO LIBERM MO
HEan-gHRovy+ 7 VREULS
MFAT ST ANRKROREFAT ST
A NMZDONT, BAEFRE 128 £2
(2008. 3, HHiR)

3. HBRRE

1) BEESFES (VT 7 0 VR CHERER
MBRBENRTZVDWAREERMIZD
WT

~ http://www. mhlw. go. jp/kinkyu/diet/o
ther/050623-1. html (Zf% 19 48 A 10
B:UFFT740, =baTFTFTT741)

2) BEERKS (NTF 7 4 VRUOERERK
FIBBRHENTZVDY A EERMICD
WT
http://www. mhlw. go. jp/kinkyu/diet/o
ther/050623-1. Html (FErk 202 B 26
B: JNKYTFT40)

) EEREESESETHREAR (HRD

HEHFAERM) ORRAIIONT,
http://www. city. shizuoka. jp/deps/se
ikatueisei/seikatueisei_hot_news. ht
ml CERL204E2 B 26 A : ) Ay 7
7 4V)

H Sa9BEERED HFE - B &R
L.



compound R1
26 O\\ //O
25 (\ N~ 200N
sildenafil (4) O 24 21
Me /N 22
27 23
thiodenatil (1) S do
O\\S //O
(\ N~ ~
homosildenatil (5) @) \)
l;gev N
27
homothiodenatfil (2) S do.
O\\ //O
29OH (\ N N
hydroxyhomosildenail (6) 0 k/ \)
28 N
27
28
29
Me/\ N 0O
hongdenatil (7) O K/ N \/u\
28 26

Me\zﬁ/\l 27 0

norhongdenatil (3) O
24 N %0
3 27

PIVT T T 4 VREOBELEELEYOER

X1



— : HMBC ('H-3C)

*1: HMBC fi projection values
— :HMBC ('H-PN)

*2: DEPT 45 deg. ( 'Jn.N) set 90 Hz)
*3: DEPT 45 deg. ( 2Jm.N) or 3Ji.N) set 8 and 4 Hz) —— : HMQC ('H-5N)

-<«— : key NOEs

2 FHATF T 4INOER 2 KB R EEAICER X N7 NOE

K4 JIH>TF+74)L®D HMBC
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X3 FAFFT74 A, LE) ROATFTFT7 40 4, TE) OIR A7 by



*1

FFAFF T A NMDREPEEF AT F 7 4 V(Q2)D NMR 7 —F

1 2 Sildenafi
assigment 8% oH 8% i 8H 8% I SH
3 146.6 - 146.6 : - 147.0 : -
3a 1340 - 134.0 ’ - 1383 i -
5 146.1 - 146.1 i - 146.4 -
6 - \ 12.36(1H, br, s) - 10.83(1H, br, s) - " 10.82(1H,br,s)
7 RV - 171.9 i - 1536 | -
7a 1324 | - 1324 | - 1245 - h
s 394 448(3H,9) 39.4 4.28(3H,5) 2 4.28(3H,5)
9 27.6 2.92(2H, 1, 7.5) 27.6 2.95(2H,t,7.5) a7 L 2.93(2M,t,7.2)
10 222 1.82(2H. qt, 7.5,7.5) 22.2 1.86(2H, qt, 7.5, 7.5) 222 | 1.86(2H,qt, 7.6)
1 140 1.00(3H, t, 7.5) 14.0 1.02(3H, t,7.5) 14.0 C O 1.02(3H,1,7.2)
12 119.9 - 119.9 - 1214 -
13 195 . - 159.5 - 1593 - o
14 132 7.14(1H,4,9.2) 113.1 , 7.18(1H,d, 9.2) 113.0 D 7.5(1H,d,8.6)
15 132.0 ' 7.80(1H,dd, 8.6,2.3) 132.1 | 7.86(1H,dd, 8.6, 2.3) 1317 | 7.83(1H,dd, 8.6,2.4)
16 1200 - 1200 - 1289 -
17 130.9 f 8.80(1H, d, 2.3) 1309 | 8.86(1H, d, 2.3) 1312 | 8.82(1H,d,2.5)
18 66.4 ; 4.36(2H, g, 6.9) 66.4 4.39(2H, g, 6.9) 66.1 ! 4.37(2H,q,6.8)
19 14.7 | 1.69(3H, 1, 6.9) 14.7 1.73(3H,1, 6.9) 145 1.65(3H, , 6.8)
21,25 46.0 3.09(2Hx 2, br) 46.0 3.11(2H x 2, br) 457 3.11(2Hx 2, br)
22,24 54.1 E 2.48(2Hx 2, br) 51.8 2.50(2H x 2, br) 54.0 2.50(2Hx 2, br, 1)
26 457 , 2.26(3H, ) 519 2.28(2H, 5) 45.9 ! 2.23(3H, %)
27 f 1.9 1.01(3H,1,7.5) ;
£2 JNANKRYTFF T 4NVDONMR RT MLTF—4
5 (ppm)
3¢ 'H 'H-'H COSY HMBC
3 147.6 - :
3a 138.6 -
5 146.7 -
6 - 11.06 (1H, brs)
7 1540 - -
7a 124.5 ‘ - o
8 382 | 4.28 (3H, 5) 7,72 |
9 27.8 B 2.95 (2H, t,7.5) 10 3,34,10, 11
10 22.4 1.88 (2H, qt, 7.5,7.5) 9,11 3,911 |
K 141 1.04 (3H, t, 7.5) 10 9,10
12 1204 = T
13 159.9 - o
14 112.6 7.10(1H, d, 8.6) 15 5,12,13,15,16
15 I 132.6 8.14 (1H, dd, 8.6, 2.3) 14,17 12,13,14,17,20
16 129.7 | - ]
I 17 132.3 | 9.05 (1H, d, 2.3) 15 5,13,15,20
18 65.7 | 436 (2H, g, 6.9) 19 13,19
L 14.6 1.61 (3H,1,6.9) 18 18
20 195.0 - o
21 64.5 3.83 (2H, s) 20,23, 27
23, 27 53.4 2.68 (2Hx 2, brs) 24,26 -
24, 26 54.8 - 2.55 (2H x 2, brs) 23,27 o
28 459 2.32 (3H,s) 24,26
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