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JSF-2

3 2 ¢ ~OH
1 7 - o 5 4 oH
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nndeyaneanla Insalallveseyiius acetate 2 §1 Y09 JSF-4 Ao JSF-4a-1 1Az JSF-4a-2 1

I3 1871 7SF—4 o1mazii Taseade1d 2 uuw dail
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el family Oleaceae ﬂgioll.! order Controtac U¥I4HUA 22 genus nazlszua 500
species  anvaiz Tagi lalveaitesly family ﬁ}dmmmﬂu"lﬁ’vju waz 10 Tuduluiden
ponaan i 17nil 3 chotomus 1Humenawysaling fndwides 4-5 nawidng nauaen 4-s
nay Lﬂﬁiﬁﬂé}ﬁ 29U Lmiﬂagj‘uu corolla-tube INAFAUNEITI DY ovary superior 12 cell
Wnazdl 2 pendulous Tuugiag cell I stigma 1-2 OU padhuuuy capsule, berry 130 drope [1]

W1y genus JASMINUM o1y family Oleaceae d@ruluajwulunaufou funluglsl
e 15 tazuouualFia Wus 13714 genus i Tiadszanat 200 species Mz lulszmealng
1152318 40 species Tus gl madiososne 15 species ﬁﬂymzﬁuﬁﬁwﬁﬂ”lﬂﬂu
fhd0n uaz ooy [2]

aonvosialy genus 71w Jauriculatum vant, J.sambac, J.grandiflorum,
J.odoratissimum, J.officinale L. uaz J.niloticum Gity I¥asainiiumeuszve [3]4] duve
J.sambac 1ienngnam duaunez Snulsanudn ud 14 aenaaazBemimngusyzi@nud
wia [5] snvea Jlanceolatim roxb. var. puberlum Hemst. 1#iiuenussmnha asnves
J.glabrouscytum Blume. tHuensnymuaise uaz JAuminense veu. duewddvg luves

Jangular vanl. iuiivdedasides wu ung In uaznszile [6]



2

Tnlszmasuiiouinenves Jsambac wewsn shldluniinauneuiiuiitiovves
173U SelimsAnpiesdiszneumaniivesansifinauneuves J.5ambac 13l 1994 Naoharu
Watanabe Hazanz Taanuiesdsznoumaniivesnanguuss J.5ambac wues 3¢5)-linalyl-
[D-glucopyranoside (1) ay 3(8)-1inalyl-6,-O-malonyl-ﬂ-D-glucoside () c'f;wﬂumi ‘ﬁ%

wasuldluansniinaumen (aroma precursors) U84 linalool vodaen J.5ambac [7]

3(8)—1inaly1— IB -D-glucopyranoside (1) : R =H

3(9)-linalyl-6"-O-malonyl- f-D-glucoside (2) : R = — CO ~CH,~ COONa

uazluil 1995 Taeinisenguineniu lddnyiesdlszneununiivesaonguves J.sambac
1937 enzymatic hydrolysis ATU&28M331AT12H A8 GC tay GC-MS wuasFszidewiy
o ﬁﬁﬁﬂéuﬂﬂn (aroma precursors) Y94 benzyl alcohol (L8 2-phenylethanol 3 f fe benzyl 6-
0- ,3 -D-xylopyranosyl- ﬂ -D-glucopyranoside (ﬂ -primeveroside) (3), 2-phenylethyl ,B -
primeveroside (4) 14ag 2-phenylethyl 6- 0- a-L-rhamnopyranosyl- ﬂ -D-glucopyranoside (ﬂ -

rutinoside) (5)

2 6
4" 5 o -0 6 1
HOYo \2-Q 7
3 2 HOT0 -0
OH g 2
OH

,B -primeveroside (3)



4
5
2 6
1
Y 5 g oS 8_—7
HOpoN — ; >0
3 2 HOy 10
OH g 2
OH
2-phenylethyl ,B - primeveroside (4)
4
5
2 6
1
6' 8 7

/\5' 0
1" T .
HO?OWO
" 3 2

OH

ﬂ -rutinoside (5)

a15sznouneaudil (3~ 5) 9219 benzyl alcohol LAz 2-phenylethanol MUAFY tilo1inn

]
a

[ 1 % A . . d‘ ' A :
HEUNUHIVBIEIUENA acetone VBdABn J.5aMDAC 1o naringinase (¥9Nd1IISIMINUNAY
dy a ‘é’ Aaaa I 4 9
HoUU benzyl alcohol ag 2-phenylethanol LﬂﬂmuTﬂfnJgﬂimmamu“lc]mmﬂ“lmmm

4 N I { o < '3
Jsambac iieaenun Fudeduiunsruiumsnduden wazlddulesd glucosidase Hane
52100 [8]
o

Tuil 1987 Naotaka Nagakura uazaaiz ladnziesdilszneumauniivesluanves
J.sambac wuans lignan secoiridoid glucoside 1¥4931 sambacolignoside (6) 1% oligomeric

Y 4

=) % % d
iridoid glucosides BN 7 ¥HA UONIINUUIINY oleoside 11-methyl ester (7) Tusreautiiums
a @ ) . . & g "o . C g
quﬂuiﬂ‘i\iﬁﬁd"um sambacolignoside (6) Fuilues Iniausnved lignan secoiridoid

glucoside TasdtanlaInsalail nazalfnseundl nazdalildnanielnssaiieves oligomeric

iridoid glucosides 114 7 @21ae [9]
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sambacolignoside (6)

HOOC COOMe
\
— O
OGle

oleoside 11-methyl ester (7)

Tl 1988 1inIenquiReiu Ao Naotaka Nagakura tagame 151891 Inseasaves

tetrameric iridoid glucosides 3 wia ndmanavedluaaves Jsambac Ivdyen
2

sambacoside A (8), sambacoside E (9) il sambacoside F (10) ﬁqﬂﬁmqﬁ%ﬁwmmsﬁq 3

%1in(8-10) TaedsenlaInsalnl) uazdgnseunil [10]



sambacoside A (8) sambacoside E (9)

OGlc

sambacoside F (10)

Tl 1995 Xing-Yu Pu tazanz Jd318a1ueenilszneumaniivesdivana N-BuOH
NAAIUARA MeOH v03a0n117aved J.5aMbaC Wy sambacoside A (8) 1az oligomeric iridoid
glucosides 14190 5 @7 AD molihuaside A-E (11-15) molihuaside A (11), C (13), D (14) 11as E

(15) L‘IdJLl dimeric iridoidal glucosides @94 molihuaside B (12) deu trimeric iridoidal glucoside



6

4 . . . g 4 3 . .
%4 sambacoside A (8) molihuaside A (11) uag C (13) Wueoealszneuvan (major constituent)
118z molihuaside B (12), D (14) tay E (15) 1fuesA1lsznoudes (minor constituent) g1l Ins4

#3199 oligomeric iridoid glucosides twaii Tagasenlalnsalail uazlgnsouni [11]

OGlc

molihuaside A (11)




molihuaside C (13)

0OGle

molihuaside D (14)




molihuaside E (15)

OGlc

molihuaside B (12)

[

9 Y 3 ' 2\ 4 . I 4 AA o
AINTYAUVNAU LU secoiridoid glucosides Wuesalsenoumaning YUD
g = awv = =
nwaneniazluves J.sambac vazmnmsdnuiIsemaniivesdivvane species VB  genus
: v Aaw 1 L. ) . A 9y <3| J
Jasminum Taeinideranengs WU secoiridoid glucosides N Inseerd wranvatouon

(% [}

Uszneumaniiiddsufoaiu

1443) 1995-1996 Takao Tanahashi tlazay las1enuesflszneumanivesdiuaia
MeOH nluaavos JNEMSIeyi wu jashemsloside A-E (16-20), 6"-O-trans-p-coumaroylio
ganin (21), 6'-O-CiS-p-coumaroylloganin (22), loganin (23), 7-dehydrologanin (24), jasminoside
(25), 10-hydroxyoleoside dimethyl ester (26) Lo 1ariciresinol-4-o-B-D-glucoside 27 ﬁqﬂﬁ
Tassafavesansimani Ing3sanla Tnsa ail nazlfnsounll  dwmsumsignilnseadi

9 =) ~ o 9 = 3 1 [
VYDIA3 23, 24, 25, 26 taz 27 lemanfSeumesuiudeyansanlaInsalatlvesansaiogiand

v Y
Mpetseanu Aneuniii [12, 13]



RO 10"
-
8" " 0
NN e

O OGlc

jashemsloside A (16) : R=H (6"'S: 6"R =53 :47)
jashemsloside C (18) : R = Glc (6"8 )

jashemsloside D (19) : R = Gl¢ (6"R )

HO,

OH

6'—O—trans—p—coumaroylloganin (21)



HO

loganin (23)

OH

ow a ©/OH
0—C |
A~

6’-O-CiS-p-coumaroylloganin (22)

H

OGlc

7-dehydrologanin (24)

MeOOC COOH

OGlc

jasminoside (25)

10
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10-hydroxyoleoside dimethyl ester (26)

OMe
OH

lariciresin01—4—0—B-D-glucoside 27

jashemsloside E (20)

NEUINIFEVOINNIINEeINEI 10 UsZMAY Y WU jasminoside (25) MNAIUARAN
vosluaaves J.NUmile var. revolutum figniiTnssadreued jasminoside (25) Tag3tanlalng

alatl azlgnseonadl [12]

o awv J @
Ya-Ching Shen tazaai 1avimsAnyIseesndszneumaniivesansanavesluaa
uagnaeravea J.lanceolarium wu secoiridoid glucosides ¥ialvi 5 ¥ila Av jaslanceoside A-E

(28-32) UDNIINUUIINY jasminoside (16) t1ag 10-hydroxyoleoside dimethyl ester (26) Tudu

9
v A

anafidre  IdanlaInsalnll uazdfnseuniilumsminseadumuniives  secoiridoid

glucosides 1anil [15, 16]



MeOOC

COOR1
0 X
w L
R OGlc
2
R, Ry Rs
jaslanceoside A (28) H OH OMe
jaslanceoside B (29) H OH H
jaslanceoside E (32) H OH OH
MeOOC COORI
R
3
OGlc
Ry R, Rs
jaslanceoside C (30) H OH OMe
jaslanceoside D (31) H OH H

12

J v awv a [ A Y o =2 awv J
nguinItgvesuIneaaio e Uszmegiju ladimsanitessalszneunis

wivesdaudaia MeOH 1nluaaves J.MESNYI Wy secoiridoid glucosides AD jasmoside (33),

jasmesoside (34), jasminin (35), 9"-hydr0xyjasmesoside (36), 9"-hydr0xyjasmesosidic acid (37),

jasminin IOH-O-ﬂ-D-glucoside (38) 11ag rutin (39) Fuilu flavonoid glycoside Tud) 1991 wu

AsAvUNuANEn An 2''- hydroxyjasminin (40), isojasminin (41), 4"- hydroxyisojasminin

(42), jasmosidic acid (43)14a¢ syringin (44) il phenolic glucoside MIANYIITEFINA1INY

jasminin (35) 1ueaAsznoUNEn (major constituent) Yo luaavas J.MESNY Agaii Tnsaaig

EJ
vosmsviai IaedsanlaInsa Inll nazalgnseuad [17-19]



jasmesoside (34)
9"-hydroxyjasmesoside (36)

9"-hydroxyjasmesosidic acid (37)

OGlc
jasmoside (33) : R =Me

jasmosidic acid (43) : R=H

R2
Me H
Me OH
H OH
MeO N
GlcO
OMe
syringin (44)

CH 2OH

13
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i

R1 R2
jasminin (35) H H
jasminin IO"—O-IB-D-glucoside (38) Gle H
2" hydroxyjasminin (40) H OH

isojasminin (41) : R=H

4" hydroxyisojasminin (42) : R = OH
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HO

O%O
CH
o) (0) 3
OH HO OHOH OH
OH
OH

rutin (39)

Chung-Hsiung azaaie MmMIany10a1)sznoumaniivesadiuaia EtOH ¥ed aerial
part Y93 J.multiflorum wu secoiridoid lactones ¥iialvi 4 ¥iia fia jasmolactone A-D (45-48)
moluTnsead1alseneudienaved 2-oxo-oxepanopyran LASHMINAADUYNG YoIaTHaA
1& WU jasmolactone B (46)11a2 D (48) ﬁqmﬁdﬁﬂﬁ'ﬂaamﬁeﬂ"lﬂﬁymﬁ’ﬂwmﬂﬁa AL B
ﬂ”l‘{ﬂﬁjﬂi] uaﬂmm‘fuﬁqwu secoiridoid glucosides Ao 10-hydroxyoleuropein (49) uag 10-
hydroxyligustroside - (50) wiounuasaa vl A9 multifloroside (51), multiroside (52), 10-
hydroxyoleoside - 11-methyl ester (53) 1a2 jasmultiside (54) mﬂﬂ1’i°l/lﬂﬁﬂ‘1JE]1/I§W°]J?h
multifloroside (51) 1ag 10-hydroxyoleuropein (49) fd]ﬁE]Vl%f‘ﬁiGl‘lfgi}ﬁaE’Jmﬁ@ﬂ]lﬂ!ayﬂﬂﬁ’ﬂﬁ]ﬂlm&

A7 Az 811399 lasuny. [20-22]

jasmolactone A (45) : R=H

jasmolactone B (46) : R = OH
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jasmolactone C (47): R=H

jasmolactone D (48) : R = OH

R, Ry
10-hydroxyoleuropein (49) OH H
10-hydroxyligustroside (50) H H

multiroside (52) OH Gle
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OGlc
multifloroside (51)
HOOC COOMe
\
HO = 0
OGlc

10-hydroxyoleoside '11-methyl ester (53)

OH

HO
OH

HO

OGlc

jasmultiside (54)

Takao Tanahashi tazaaiz lasmsAnmiesntseneumaniinndiuaiavesluuas

Aautaves Jnudiflorum wi secoiridoid glucosides 8 ¥1A AD jasnudifloside A-E (55-59) 1ay
4 Y

nudifloside A-C (60-62) M3396A5 35111715 purified @13 198 preparative HPLC 1aggaii 1asq

a$vesas Ine s anla Insalnll uazdfnseounil [23-24]



jasnudifloside A (55)

jasnudifloside C (57)

COOMe

OGlc

jasnudifloside B (56)

COOMe
\
— O
0Gle
0 COOMe
\
— O
0Glc

jasnudifloside D (58)

18
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X
e O
OGlc
jasnudifloside E (59) nudifloside A (60)

,m\\\\OH

OGlc

nudifloside B (61) nudifloside C (62)

/ Y o = s ~
Hermelo Lopez lagnae hlﬂvl”lm'iﬂﬂ‘lel”li’]ﬂﬂ‘ﬂizﬂi’J‘IJTINLﬂlli]1ﬂ11|ﬁ@ﬂl®x1

J.odoratissimum wu secoiridoid glucosides 2 ¥HA AD 10-acetoxyoleoside dimethyl ester (63)
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8¢ 10-hydroxyoleoside dimethyl ester (26) Faluensiny luity genus Jasminum 257 1343
1997 1Wn3onquieniu Iddnu1ideesdszneumaniiningiuana EtOH 910 aerial part
¥4 J.000ratissimum wu secoiridoid glucosides 113idn 5 wila Ao trans wag Cis -6"-0-p-
coumaroyl-8-epikingiside (64-65), trans wag Cis —10~(P-coumaroyl)oleoside dimethyl ester (66-
67) taz 6'-O-acetyl-10-acetoxyoleoside (68) ﬁqﬂﬁmqa?wmmmimdwﬁy Tae33an1laIng

alnl uazlgnsenail [26]

MeOOC COOMe
0 A
o)
OGlc

10-acetoxyoleoside dimethyl ester (63)

frans -6'-O-p-coumaroyl-8-epikingiside (64) :R = HO@V

(@)

CIS —6’—O—p—coumaroyl—S—epikingiside (65):R=  HO 7
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MeOOC COOMe
\
O
RO -
o 0
Hom CH OR_
HO
HO S 0
frans —10~(- coumaroyl)oleoside dimethyl ester (66) : R, =
R2 =H
0
- o d /
CIS —10-(P- coumaroyl)oleoside dimethyl ester (67) : R, = HO
R2 =H

6'-O-acetyl-lO-acetoxyoleoside (68) : R, = R,=Ac

1l 1999 Takao Tanahashi tazane IdiasIdeAnyesflszneumauaiinnduadia
Ty waznatave Jofficinale L. var. grandiflorum(L.) Kobuski WU@15 secoiridoid glucosides
Ao oleuropein. (69), ligstroside (70), demethyloleuropein (71), oleoside dimethyl ester (72), (2"
R)— 2"—meth0xyoleuropein (73) uay (2"8)— 2"—meth0xyoleur0pein (74) wazdany lignan Ao

(-)-olivil (75) uag p-hydroxyphenethyl alcohol (76) [27]

oleuropein (69) ligstroside (70)



MeOOC COOMe
X
= o
OGlc

oleoside dimethyl ester (72)

demethyloleuropein (71)

OGlc OGlc
(2"R)— 2"—meth0xyoleuropein (73) (2"8)— 2"—meth0xyoleur0pein (74)
OMe
OH
CH CH OH
2 2
HO
OMe P-hydroxyphenethyl alcohol (76)

(-)-olivil (75)

22
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Takao Tanahashi LOZAMUE llﬁﬁ']ﬂWiﬁﬂH']ﬂ\i?{ﬂﬁgﬂﬂﬂﬂ?ﬂlﬂﬁﬂl@ﬂﬁ’luaﬁ}ﬂ MeOH 211
ADNLITIVDY J.pOIyanthum WUET secoiridoid glucosides 5 ¥HA AB oleuropein (69), ligstroside
(70), G1 5 (79), jaspolyoside (77) ta¢ jaspolyanthoside (78) €13 78 «?qgﬂu dimeric secoiridoid
glucoside AT oleoside 1A% 10-hydroxyoleoside 0g1uTnssas1a [28] ludldaun Taeinive
ﬂa;mﬁmﬁu"lé’fwu secoiridoid glucosides Lﬁﬂ%ﬂ 7 %A Ao jaspolyanoside (80), polyanoside
(81), isojaspolyanoside A-C (82-84), 6"-O-ﬂ-D-glucopyranosyloleuropein (85), angustifolioside
(86) LAZIINY flavonoid glycosides 3 ¥iia A9 nucotiflorine (87), kaempferol 3—0-(2,0-05—L-
rhamnopyranosyl—ﬁ-D—galactopyranoside) (88) 148¢ mauritianin (89) ﬁqaﬁmqﬁ%’wwmmﬁ

v 4
86, 87, 88 uaz 89 l¥manfSeufevdeyanmiaInsalailfuineiisnenu Bnoundhi

[29]
MeOOG COOMe
X
/ O
O
o OGlc
COOMe
\
OGlc
o) o O
o COOMe
COOMe
jaspolyanthoside (78) X
X
= O
/ O
OGlc
OGlc

Gl15(79)



jaspolyoside (77)

jaspolyanoside (80)

OH

OH

OH

OH

OH
OH

24



P (0]
OGlc
polyanoside (81)
HO
HO o 0
COOMe
\
o S 0Gle
OR leoside (ol
6RO - ) or oleoside (ole)
OH
Ry R, Rs
isojaspolyanoside A (82) ole H H
isojaspolyanoside B (83) H ole H
isojaspolyanoside C (84) H H ole

25



HO

s

s

GlcO 0
COOMe

OGlc

6"-O-ﬂ-D-glucopyranosyloleuropein (85)

GICO 9)
COOMe
\
/ O
OGlc
angustifolioside (86)

nucotiflorine (87)

26
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OR

OH

HO

OH

kaempferol 3—0—(2,0—(Z—L—rhamnopyranosyl— ,B—D—galactopyranoside) (88):R=H

mauritianin (89) : R =Rha

Tuil 1998 naminiteamzi@eniu Tadnyieenllsznoumaaisindiuana MeOH
vosnonufavos J. Polyanyhum ududn Wi trimerie secoiridoid glucosides 80 5 ila fin
oleopolyanthoside A-B (90-91) 1taig jaspolyoleoside A-C (92-94) [30]

Tuil@erfuinsenguinn 185 1eamumn Tasea1aued secoiridoid glucosides il
128 monoterpene AoDg 11U TNT 18319410 8 Wiia Ao jaspofoliamoside C-G (95-99),
jaspogeranoside A-B (100-101) 1182 jaspolinaloside B (102) figati Inseasamanil Taoisailn
Tnsalad uazﬂﬁﬁ?mmﬁ Llﬁigdnlij"lﬁﬁqfﬂﬁ absolute configuration UDINUIY monoterpene

[31]

oleopolyanthoside (90)
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MeOOC COOMe
X
F O
(@)
HO
(0]
O
X

= (0]
OGlc

oleopolyanthoside B (91)

0 0 ©
0 COOMe
COOMe
X
X

= O
= O

OGlc
OGlc

jaspolyoleoside A (92)



OGlc

COOMe
COOMe
=

jaspolyoleoside B (93)

0
COOMe
\
7 0
0 OH
HO
0

jaspolyoleoside C (94)
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jaspofoliamoside C (95) : R=H

OH jaspofoliamoside E (97) : R = Ole
0 OH
OR

[e)
O-_HO 5 OH
O

jaspofoliamoside D (96)

OH
0 OH

jaspofoliamoside F (98) ole H

jaspofoliamoside G (99) H ole



(@)

10" 9"
.
0 r 5 Rt
COOMe
\
/ o
0Gle

jaspogeronoside A (100)

10" "
.
M
0 7 5" 3 o
O
COOMe
X
= 0
OGlc
jaspogeranoside B (101)
g 3 OH
/\‘/\/\t/\ 8"
(0)
9" 10"
COOMe
A
/ o
OH
O~ _HO
O

jaspolinaloside B (102)
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Ya-ching Shen tazaniz 1@An¥0sflsznoumaniinndiuaia N-BuoH fuenain
duafa EOH veuiiduves J.urophyllum wu secoiridoid glucosides 1nai 4 %iia Ao
jasuroside A-D (103-106), jasuroside A (103) ttag C (105) 11l dimeric oleoside secoiridoids
au jasuroside B (104) ttag D (106) L‘ldJ‘Ll trimeric oleoside secoiridoids Wéjﬂmﬂﬂa‘u 1143] 1998
inIeaazidadu IdiimsAnuesdiszneumaniinnaauada N-BuoH vea J.urophyllum
ALY neolignan-secoiridoid glucosides A1® jasurolignoside (107) 118 urolignoside (108) 4
iU neolignan #21wa] ﬁqﬂﬁmm%ﬁwmmimﬁwﬁ} TagsanlaInsalal) uaznseund
[32-33]

10'

H, /70H

g %E ,

[ e
5

.....

”””IO O
COOMe
\
= o
OGlc
OGle
jasuroside A (103)

OGlc

jasuroside B (104)



OGle

jasuroside C (105)

OGlc

jasuroside D (106)

MeO

GlcO

jasurolignoside (107)
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HO
OH

MeO \\\\\\\\ Ve
N\ o)

OMe
GlcO

urolignoside (108)

1 a = g ]
15189714791 tincture Gumﬁmmaﬁtmmﬂu sedative 981394433 (powerful sedative) LLA
. o [ a A o dy Y] 1 9 [ Y XK
anesthetic [34] A£NATVDNLAIIN ﬁ'lﬂllgaﬁﬂlllfJHWMHﬂﬂ?ﬁﬂﬂigﬂ'luﬁ]g“ﬁﬁﬂclﬁﬂﬁﬂhlﬂ N
QA A = J Aada ~ ) A Y o a
LﬂuﬂuWﬁuﬁl‘ﬂVIfﬂzﬂﬂHTI’ﬂﬁﬂﬂﬁ3ﬂ’0‘]J°VINLﬂ‘JJVIiJi]VI‘ﬁ sedative g0 1inan lunea
Y
%']ﬂﬂ"liﬁﬂkluﬁﬂﬂgl}uGlUﬁj’f)\‘IVIﬂa’EJQGIJEQLiT WUIEINENA EtOH 4893510 11 Lazaen
a A = . A o =~ A = .
e UHNT sedative Iﬂﬂﬂﬁ?ﬂﬁﬂﬂ‘“ﬂﬁi?ﬂﬂﬂﬂﬁﬂﬂ@ﬂ (NATDUYNT sedative Gluwgwmeﬂ%
v
o a v A 4 a @ 1 o
ﬂﬁ.’ﬂ?llw Munos MAIVUNTVINGT AMSUNNIFNAAT NW?QﬂﬂTﬁﬂL%ﬂﬂﬁlﬁN) Uaz1NNITN
¢£y 9 1 1 [ as.l‘ Y o =2 & A
TLC 1WeauUnuI d@iudna BtOH Y09919510 1U tazaen adrwnuun dudunviaulee
=1 o =\ a l a ] (=} a s o 9y
ANY104AU52NBUMIANTOINDNNZA  (NSI1ZNADNNLANNY Ltaxklumaakﬂaammﬂﬁ

naaNugan lumsienaslsznoy
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YN 2

NMINAA9I

MIunsIEHsRi laenndvuall aagInemans uianendodating nizawds

@ 4 v 4
auwiuns uaslyy fedanirhleaaanlandy (Ultraviolet spectra) A81A309 HP-8453 UV-
Vis spectrophotometer Jaourlsusa aurlandh (Infrared spectra) A181AT99 FT-IR Perkin Elmer

Tasuaaslszneuny Nujol Jaaand1 NMR A161A509 Bruker Avance 400 spectromerter

o o | o o 13
(400 MHz @190 H NMR uag 100 MHz @150 C NMR) 14 CDC13 130 CDCl3 / DMSO-

I v o . . [~ ! IS . I~ .
d6 1WuA182a18 chemical shift tua1 & (ppm) Tawd tetramethylsilane 111 internal standard

14 silica gel 60 (Merck, 0.063-0.200 mm) 11 adsorbent 1% column chromatography i8¢ silica

gel 60 (Merck, 0.040-0.063 mm) i#14 adsorbent 1u quick column chromatography 11311 TLC

1% TLC aluminium sheets silica gel 60 Frsy (Merck, layer thickness 0.2 mm) 15331 spot Tag
Wudw 1% CesO, U 10% aq H,SO, iazoudisaNuiou M preparative layer
chromatography (PLC) 14 silica gel 60 F, s, (Merck, layer thickness 0.25, 0.5 a2 1.0 mm) @

. . [ o o 4 .
specific rotation OLDGlG]sf} MeOH 1 ufhazare #e1n3e4 Polarimeter Jasco P-100

msanatazMsugnaIvanavasnanuza (Jasminum sambacy

nenuzaaaiuaagidon (5 kg) NANAAIY 95 % EtOH (5.7 lit) Ngaininiiviod n3oq

£

Y o I g’ t% :’
vazsemenmelannuaud laaseana EOH Hushsiududiiaariy (208 g)

Wauana EtOH vesnonuzadn (150 g) Mwaunvuiil 400 mL wazaiafie EtOAc

o o S < o o & v 1 I
330 300 mL 3 A3 LYNYU EtOAc ﬁ’]iJLﬂ‘Ull’BJ} uW%uuWNWﬁﬂﬂﬂ@@a’l}’Jﬂ N-BuOH A334ag 300 mL
k4 F4 k4 4

Y Y v Y
3 A5 HeNFUIN LAz N- BuOH 900Ny seiMeaIuanan lana 3 a1 (¥u EtOAc, F

Y Y 1 v v
N-BuOH traz411i1) Mmaldanududi druananaey Haaddansen 1
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v Y v
AN 1 uaaaihminuazanyuzasn ldnnmsadautgnaiuana EtOH 199A0n1a

2

dauana Wi (g) anvuzas
g; v 9 A g; Y
EtOAc 2.26 hurumhanaay
g} o 9 A g} A
N-BuOH 38.46 iurumhaamany
Y Y Y
i 63.88 Wdutuiihea

m3ngnesnlszneumaniivesaruana N-BuOH Yesnenuza

hdiuana N-BuOH (38.46 2) WEAAIY quick column. chromatography Taely
column Vi AEURIUALINA1911811 13.0 cm UTTY column AT silica gel (Merck, 0.040-0.063
nm) g9 5.0 cm ¥ column A28A2M1zA18 CH,CL:MeOH:H,0 lusasiaiua1es (aaslu
M3 2) ez Miihazanensaas 500 mL szMedazateveAaZ fraction penneld

v Y v
anuaud 1dansiariua 25 fraction A5 199N 2

v Y
Q139N 2 LRI LazaNYUZVOITISUAAY fraction NAIUANA N-BuOH

9

fraction No. ~ 8#3189U CH,C1,:MecOH:H,0 1M (g) anYUL A3

| 15:3:1 0.39 VOUHAITIVY?

2 15:3:1 0.06 Yo AIAMAD U
3 15:3:1 0.30 VO AIAMAD I
4 15:3:1 0.22 VO AIAMAD I
5 15:3:1 0.17 VO AIAMAD UV
6 15:3:1 0.15 YR ITINAD

7 15:3:1 0.20 YR ITNAD

8 15:3:1 0.23 CMIVAGAIGLR

9 15:3:1 0.39 YOIHATINADY

10 15:3:1 0.41 YOI ATINADY

11 10:3:1 0.63 YoIHTladINang

12 10:3:1 0.56 VOIN AN A




A1319N 2 (919)
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9

fraction No. 89131894 CH,CL,:MeOH:H,0 1M (g) anYUL A3
13 8:3:1 2.12 YBIUITATY
14 8:3:1 2.51 YBIUITATY
15 8:3:1 8.03 ENIVAGRIGER
16 8:3:1 1.28 Yo IFATY
17 7:3:1 1.34 YBIUITINAD
18 7:3:1 0.90 ENIVRGRIGER
19 7:3:1 1.29 voaudaina
20 6.5:3.5:1 2.67 vosiadhmant
21 6.5:3.5:1 4.69 yoadadhmanti
22 6.5:3.5:1 2.79 voaudadhmarty
23 6.5:3.5:1 0.81 voaudedina
24 6:4:1 1.12 voaudedina
25 6:4:1 0.39 voaudedina

10M3 TLC [silica gel; CH,Cl,:MeOH:H,0 (15:3:1)] wlFeuienuserieans

v k4 v
fraction 3, 4 11A% 5 11/8A39 chromatogram A2ELLEI UV e15919 3 fraction 3 spot NgaNAULET

A "o 2 o s = & .
UV nua1 REMINU (0.25) i]QVI1ﬂ15l!ﬂﬂﬂ\1ﬂﬂ5$ﬂf‘)‘].Wl”I\iLﬂlJﬂl@\iﬁWﬁVN 3 fraction

11915 fraction 3 (287 mg) fraction 4 (216 mg) L8 fraction 5 (168 mg) MBNAIY

preparative layer chromatography Tael¥ silica gel 60 F25 4 (Merck, 1 mm) waz ¥ EtOAc:

MeOH (20:1, 1 run) Uag CHZClzzMeOH:HZO (20:3:1, 2 run) i1y mobile phase 91533091

9 k4 . IS [<R=) A . I
chromatogram 938 UV 1das9n fraction 3 11 UVDILUITIHADY (62 mg), fraction 4 Wuves

< A A . <3| 3 A =
HUSTINA0N (41 me) tagfraction 5 1 UVDIIITINEDY (8 mg)
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v Y
1AMIM TLC [silica gel; EtOAc:MeOH (20:1)] W/3suenssringansnuen lana

o 1 1 a = g 4 1 1
WA NUNTIADUT VT NS 11U spot 1787 1HOATIV chromagram A0LLES UV LA R 1917

v

nu (0.2) wazti®iyii TLC [reverse phase, RP-18; MeOH:H20 (1:D] wuNensmaiidaly

Q( = ¢

?Q’TI‘H w‘imwmmmﬂﬁ’ﬁqw%ﬁaa column chromatography Tag 1Y reverse phase, RP-18

o

I
114 adsorbent

9

1 4
wasiuen 131 3 fraction MFIWAUNINUA 77 mg UBAAIY column chromatography

Taeld reverse phase, RP-18 (Merck, 25 — 40 um) ¥& column fe MeOH:H,0 (1:1) 1das

U3gNF 35 mg 1%%031 JSF-1

4
11815 fraction 6 ay 7 AU ldasNaviNa 346 mg LEAAY column chromatography

Tae14 silica gel (Merck, 0.063 — 0.200 mm, 34 g) ¥ column A CH2C12:MeOH:H20 (15:3:1,

10:3:1, 7:3:1 48 6.5:3.5:1 MUS191)3I fraction N TLC wiiloudu BazIvivgaiiiazaley

Y v o v X o A
@@ﬂﬂWﬂi@]ﬂﬁﬂMﬂuﬂW hlﬂffﬂﬁ 5 fraction ANMIT NN 3

[ Y [
MINN 3 uaasthminuasanyuzUeEsIAaY fraction ﬁlwﬂ‘l@a{ﬁﬂﬂ fraction (6+7)

E2

Fraction No. NN (mg) ANy I
(6+7)-1 7.2 vutudmae
(6+7)-2 11 youdaladimana
(6+7)-3 37 vsutudihea
(6+7)—4 49 youdadindesu
(6+7)-5 117 Trludivaeseeu

9
Y o o

111 fraction 71 19 14 5 fraction ¥1%11 TLC [silica gel; CH2C12:MeOH:H20 (7:3:1)] WU

TLC v04 fraction (6+7)-2 1 spot A8 NIA1 RF AU JSF-1 11a¢ fraction (6+7)-5 a3

1 9 a =~ = Y I
ADUUVNUIFNT U spot LAY Tvutluans ISF-2
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U1a19 fraction 8, 9 uag 10 smiuld 815 mg 1ueNAY column chromatography

Tae 14 silica gel (Merck, 0.063 — 0.200 mm, 80 g) %% column A28 CH,C1:MeOH:H,0 (15:3:1,

10:3:1, 7:3:1, 6.5:3.5:1 wag 6:4:1 mud1ey) Idenstdnvasiulnudivaeseeu (145 mg)

91M3¥1 TLC [silica gel; CH,Cl,:MeOH:H,0 (6.5:3.5:1)] wuhensnuen laidluasaeudig

4

a a A = d‘d ' ' o
UIFNT U spot LAY NUAT REININY JSF -2

@15 fraction 11 uag 12 52uu1d 510 mg WWBNAIY column chromatography Tag 1y

reverse phase, RP — 18 (Merck, 25 — 40 pum) 13711 adsorbent % column @28 MeOH:H,0 (1:1)

IaasiidnyazduTnudmaoeson (120 mg) 9919M3111 TLC [reverse phase, RP-18; MeOH :

I

H,0 (1:D] nuasfuen didlumsaendranSans i spot ifed Tt READ ISF -2

11@197 fraction 19 (862 mg) WBNAIY column chromatography Tael¥ silica gel

(Merck, 0.063 — 0.200 mm., 80 g) ¥ column A CHZCIZ:MeOH:Hzo (50:3:1, 50:7:1, 50:10:1,

50:30:1, 50:40:1, 50:50:1, 50:60:1 118z 50:70:1 MNGI1I) 5 fraction NI TLC MipUNY uag

L) 9 v o 9 . o A
suigAlMazateaonnelanuaum Ulﬂ?ﬂﬁ 6 fraction ANAIT NN 4

v Y [
MINN 4 uaaihivminuaz Ny UeIESIARY fraction ﬁl!ﬂﬂulﬁ}ﬁﬂﬂ fraction 19

2

Fraction No. WInn (mg) ANHULET
< = A
19-1 53 voaudaladmrang
19-2 107 VOIUTITU
19-3 133 Tludvaesoou
19-4 169 Hnfudumans
< = =
19-5 49 v ladmrang

<R A Y
19-6 41 VDILUNTLVIADIUY
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TLC [silica gel; CH,ClL:MeOH:H,0 (6.5:3.5:1)] wSeudieuasiuen1@an fraction

19 WU fraction 19-2 (107 mg) (Huasusgns 19¥¥e11 JISF-3 @2 fraction 19-4 1Ay 19-5
Wuasidaliusans

11815 fraction 22 (774 mg) lﬂLLEJﬂig]J’JEJ column chromatography Iﬂﬂ“l%’ reverse phase,

RP — 18 (Merck, 25 — 40 um) 17111 adsorbent %% column @728 MeOH:H,0 (1:1) 57 fraction NI

o o o Y Y 4 p Y §
TLC Lﬂﬁﬂuﬂu l!ﬁgiglﬂﬂﬁj'ﬂ'laga’lﬂ@'f]ﬂﬂ’]fﬂﬁﬂ')’lﬂﬂu@’lblﬂﬁ'ﬁ 5 fraction ﬂ\‘lﬁ’li’]\?ﬁ 5

1 Y 1
A1519% 5 uaAINUAZaNYULVDIATIUARY fraction ‘ﬁl!ﬂﬂll@g]}i]'lﬂ fraction 22

Y

Fraction No. WINUN (mg) ANHUL AT
< 3’ [
22-1 62 ﬂlﬂmm?‘fmmaaau
[ g’ [
22-2 223 VDILUIFTUINDDOU
3 A g; [
22-3 273 VDILUIFUIN DU
< A 1
22-4 11 Gllf]\ﬂl"’llﬂﬁlﬂﬁﬂ\?ﬂu
I 2 A oy
22-5 38 ﬂlﬂﬁllﬂlﬂjﬁﬁlﬁaﬂﬂﬂUHWQTa

MNNIN TLC [reverse phase, RP-18; MeOH:HZO (1:D)] nfSeusuasnuenlaan

1 I J a = 4 1
fraction 22 WU fraction 22-3 1uansAoudwUITgns 1¥¥01 ISF4
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a13 JSF-1

< ] A Ay o 25 o
JSF-1 1{uap N dnanioou mp 64 - 65 C; [Q] -56.3"(C=0.48, MeOH) ; UV

D

MeOH nujol -1
nm (log €) : 208(3.92) ; IR Vmax cm :3484,1717, 1651, 1310, 1278, 1078 ;

A

max

1
H-NMR (CDCL,/DMSO-d,) : & 3.40 (3H, M, H-5"uaz H-6" ), 3.50 (1H, M, H-2"), 3.00 (2H,
M. H-3' waz H-4"), 4.40 (11, 0, J = 8.3 Hz, H-1"), 4.63 (1H, 0, ] = 12.0 Hz, H,-7),4.90 (1H, d,

J=12.0Hz H,~7). 7.30 (SH, M, 5xArH)

Acetylation Y93a13 JSF-1

o

11a13 JSF-1 (22.9 mg) WA pyridine 0.5 mL 18 acetic anhydride 0.5 mL Auans

]
a =

= o & o L non v Ay a 2 v 9
WauNgavru 100 C Wunan 3 GI)"JIIN m"lﬂmﬂumamwﬂuwm WYUT 10 mL Lasananly

U L] G

Y Y Y
CH,Cl, 5 mL 3 59 WIHU CH,Cl, WIANAAI 10% HCI 5 mL 3 A543 tazdnaiuaia CH,Cl,

Y Y Y
#0111 5 mL 3 A59 FU CH,CL) 11119898 anhydrous Na,SO, nT04 uazszmensld

4
a a

v o 1Y v A v 1A = o o 9 Y
anwaud Idewiius acetate o9 JSF-1 No9INuSanG (22.3 mg) hwhlduigniaae

column chromatography 14 silica gel udJu adsorbent 1182A211102018 Hexane:EtOAc (1:3) ﬁju

eluent 1aa13 JSF-1a Wusdulaliig (11.3 mg) 9NAIN TLC [silica gel; Hexane:EtOAc

4
=

(1:D] wundluasusan

@13 JSF-1a

< ~ MeOH nujol -1
JSF-la flusfula UV nm (log €) : 2064.16) ; IRV~ em  : 1754,

1
1455, 1431, 1367, 1223, 1167, 1040 ; H-NMR (CDCl, ) : 8 1.99, 2.00, 2.02, 2.11(12H, all §, 4x
Ac), 3.67 (1H, ddd, J = 2.4, 4.8, 9.4 Hz, H-5"), 4.16 (11, dd, J = 2.4, 13.0 Hz, H,-6"), 4.28 (H,
dd, J =48, 13.0 Hz, H,-6'), 4.54 (1H, d.J=80HzH-1, 462010 J=120Hz H,-7),

490 (11, 0, J = 12.0 Hz, H,-7), 5.06 (1H, dd, J = 8.0, 9.4 Hz, H=2"), 5.11 (11, L, J = 9.4 Hz,

H-4"),5.17 (11,1, J = 9.4 Hz, H-3"), 7.26-7.37 (5H, M, 5% ArH)
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a13 JSF-2

| ~ A 1 ° 25 °
ISF=2 1HuInudmidesoou mp 122 - 124 °C; [OL],  —199.3 °(C=0.71, MeOH) ;

D

MeOH nujol -

1
UV A nm (log €) : 237(4.34) ; IR VmaX cm : 3400, 1705, 1629, 1439, 1305,

max

1
1075; H-NMR (CDCI,/DMSO-d,) : 8 1.00 (3H, d,J=6.0Hz H=6""),1.72 (6H, 0, ) = 6.0 Hz,

2xH-10), 2.40 (2H, M, 2><Ha—6), 2.75 (2H, M, 2><Hb—6), 3.72 (6H, S, 2><OCH3), 4.45 (1H, M,

H-5""), 5.85 (2H, S, 2xH-1), 6.10 (2H, M, 2xH-8), 7.45 (2H, S, 2xH-3)

Acetylation U93a13 JSF-2

11913 JSF-2 (49.8 mg) WUAY pyridine 1 mL 1@ acetic anhydride 1 mL AuaIHauN

~

a o I ) e Jq Y { Ay a 3} v 9
NNy 100 °C !,ﬂunm 3 ‘]f')IiJQ 'I/Nb],'JGlWLEJuVl@mWﬂiJWEN WU 20 mL HagEnNanY

q U

CLLINanNAa8 10% HCI 10 mL 3 A9 tazdnaiuana

CH2C12 10 mL 3 A33 W1¥U CH,CL,

Y k4 Y
CH,CL, #6111 10 mL 3 A3 119w CH,CL, ¥ IHiidan anhydrous Na,SO, N304 taz

o @ ~

v o Y [ 1 a = o o
sumomelannmuaud Tdounus acetate w03 JSF-2 NdeliuSgns (57.4 mgrimhld

Q

a = I o o
mqmﬁw column chromatography 1% silica gel 11l adsorbent LazA18Za18 Hexane:

EtOAc (1:3) 111 eluent 1@en5uTamns 1sP-2a i$hussulalailid (54.3 mg)

19 JSF-2a
I a ° 25 o
ISF-2a fuadula mp 70-72°C; [QU, - 108.5° (C=0.71, MeOH) ; UV
MeOH nujol -1
kmax nm (log €) : 202(4.28), 233(430) ; IR V__ ~~ cm : 1753, 1600, 1414, 1370,

1 = 13
1228, 1123, 1093, 1041, 1021; H-NMR (CDCl3 ) - uaagluaiinm 6 ;  C-NMR (CDC13) :

uanaluaisnan 7
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a13 JSF-3
[~ <= o 25 o
JSF-3 (1) Uueauauedu1n mp 144 — 146 C; [OC]D —180.9 " (C=0.67, MeOH) ; UV
MeOH nujol -1
kmax nm (log €) : 201(4.17), 235(4.43) ; IR VmaX cm : 3380(broad), 1733, 1698,

1 A 13
1626, 1303, 1258, 1157; H-NMR (CD3OD) cuaaelue1sen 6 ;  C-NMR (CD3OD) 15 19N

luansnean 7

Acetylation 93813 JSF-3

o

1115 JSF-3 (66.3 mg) WAN pyridine 0.5 mL 1@ acetic anhydride 0.5 mL Auans

]
a =

= o & o L g v ay a o v 9
WauNgaru 100 C Wunan 3 GI)"JIIN m"lﬂmaummwmwm WUUT 10 mL Lasanany

G Q U

CH,Cl, 5 mL 3 59 WIHU CH,Cl, anaale 10% HCI 5 mL 3 A9 tazdnaiuana

9y
o o o

Y Y
CH,CL, A161i1 5 mL 3 A%3 11U CH,ClLy i Ii#edas anhydrous Na,SO, Ni09 taz

H 4
. = a ay

i 4
szienmelannuaud Tdouiius acetate ¥o9 JSF-3 Adelinigns it lduigniaae

q q

a,

I o o
column chromatography 14 silica gel 1111 adsorbent agAIMaza18 Hexane:EtOAc (1:1 uag

1:2 audd) A eluent 1@a5U5gMF JSF-3a (31.5 mg)

@19 JSF-3a

I Aa o 25 o
ISF-3a 1Whussula mp90-93 °C; [OL],,  —150.1 °(C=1.02, MeOH) ; UV A

D

MeOH nujol -1
nm (log €) : 201(4.30), 235(4.58) ; IR Vm cm :1739,1704, 1630, 1213, 1160,

max ax

1 ~ 13 ~
1068, 1033; H-NMR (CDC, ) : uaaelua1san 6;  C-NMR (CDC13):me°lumi"|m 7



A 1
19NN 6 H-NMR spectral data of JSF-2a (CDCl3 ), JSF-3 (CD3OD) and JSF-3a (CDCl3 )

position

JSF-2a

JSF-3

JSF-3a

6a

6b

10

OCH

5.70(2H, Dr 9)
7.46(2H, DI 9)
3.96(2H, M)

2.42(1H, d, 14.4, 6.0)
2.45(1H, d, 14.4, 6.0)

2.64(1H, d, 14.4, 4.8)
271011, Ad, 14.4, 4.8)

6.002H, r ¢, 7.5)
1.75(6H, 0, 7.5)

3.73(6H,5)

5.04(2H, 0, 9.6)

5.120H, 1, 9.6)
5.28(2H, , 9.6)
5.1402H, 1, 9.6)

3.74(2H, ddd. 12.8,
3.8,2.6)

5.81(3H, br S)

7.48(3H, br )

4.00(3H, overlapped)
2.49(1H, (0, 14.4, 8.4)
2.498(1H, 00, 14.4, 8.4)
2.503(1H, 00, 14.4, 8.4)
2.67(1H, 0, 144, 4.2)
2.744(1H, 04, 14.4, 4.2)
2.745(1H, 00, 14.4, 4.2)
6.12(3H, br (|, 7.5)
1.75(9H, 0, 7.5)

3.72(9H, S)

4.79(1H, (, 8.0)
4.80(1H, (, 8.0)
4.81(1H, (, 8.0)

3.35(3H, overlapped)

3.42(3H, overlapped)

3.35(3H, overlapped)

3.35(3H, overlapped)

5.703H, br 9)

7.453H, DI 9)

3.95(3H, M)

2425011, 00, 14.4, 8.0)
2.43(1H, 0d, 14.4, 8.0)
2.44(11, 0d, 14.4, 8.0)
2.62(1H, 00, 14.4, 4.8)
2.682(1H, 00, 14.4, 4.8)
2.69(1H, 00, 14.4, 4.8)
6.00(3H, br (], 7.0)
1.75(9H, 0, 7.0)

3.713H, 5)
3.72GH, 5)
3.725(3H, §)
4.99(1H, , 8.0)
4.995(2H, 0, 8.0)

5.11(1H, 0d, 9.5, 8.0)
5.115(2H, 0d, 9.5, 8.0)
5.275(1H, {,9.5)
5.280H,1,9.5)
5.135(3H, 1, 9.5)

3.78(3H, M)
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AT NN

6 (99)

position

JSF-2a JSF-3

JSF-3a

6a,

6b

r’
r’
r

42
4a

r’

4b

rr
r’

(4]
7a

rr

7b

r’

(A
9a

r’

9b

144

10a

r’

10b

OAc

411021, dd, 12.8, 2.6) 3.68(3H, M)

43320, 00, 12.8,3.8)  3.883H, dd, 12.0, 1.5)

1.87(1H, M) 1.93(1H, M)

1.73(1H, M) 1.78(1H, M)

2.04(1H, M) 2.08(1H, M)

1.77(1H, M) 1.80(1H, M)

1.88(1H, M) 1.90(1H, M)

4.64(1H, M) 4.66(1H, M)

1.02(31, 0, 7.0) 1.04(3H, 0, 7.0)
4062, 0, 6.8) 4.00(1H, dd, 12.0,2.0)

423011, 0d. 12.0, 5.0)

2.07(1H, M) 1.89(1H, M)

411011, dd, 12.5, 1.2)
4115021, dd, 12.5, 1.2)
4327011, 00, 12.5, 4.5)
433010, 0, 12.5, 4.5)
4331011, 40, 12.5, 4.5)
1.88(1H, M)

1.70(1H, M)

1.755(1H, M)

1.79(1H, M)

1.85(1H, M)

4.65(1H, M)

1.06(3H, 0, 7.5)
3.95(1H, 00, 11.7, 5.2)
4.09(10, 0d, 11.7, 2.6)

1.95(1H, M)

45

3.96(1H, dd, 11.2,6.4) (92" &9"") 3.6602H, M) 9''&10""4.0 — 4.2 (4H, overlapped)

4.18(1H, 4d; 11.2, 4.0)

403511, 00, 11.2,5.6)  3.985(11, dd, 12.0, 2.0)
415511, 0d, 11.2,4.4) 4165011, dd, 12.0, 5.0)
2.02, 2.03(3x),

2.035(4x), 2.06, 2.09

2.02(2%), 2.035(4x),
2.03(4x), 2.05, 2.08(2x)




A 13
M1TNN 7 C-NMR spectral data of JSF-2a (CDC13), JSF-3 (CD3OD) and JSF-3a (CDC13)

Carbon JSF-2a JSF-3 JSF-3a DEPT
1 93.7 95.1 93.7 CH
93.6 CH
3 152.9 155.1 153.0 CH
153.0 CH
4 108.7 109.3 108.6 C
108.6 C
5 30.1 31.7 30.1 CH
6 40.1 412 40.0 CH,
40.0 CH,
7 170.9 173.1 171.0 C
171.0 C
8 124.6 124.7 124.8 CH
124.8 124.8 CH
9 1283 130.4 128.6 C
128.6 130.5 128.4 C
10 13.6 13.8 13.5 CH,
11 166.7 168.5 166.6 C
11-OCH, 51.4 52.0 51.4 CH,
1’ 97.0 100.8 97.1 CH
100.7
2! 70.7 74.6 70.7 CH
3/ 7.2 78.2 722 CH

4 68.2 71.4 68.2 CH




A1319N 7 (919)

Carbon JSF-2a JSF-3 JSF-3a DEPT
5’ 7.5 77.8 7.5 CH
6 61.7 62.7 61.6 CH,
62.6
1"’ 427 44.0 429 CH
2! 475 48.9 475 CH
3! 39.3 39.8 39.2 CH
4" 33.5 34.8 33.6 CH,
5" 81.2 83.1 81.2 CH
6’ 18.3 19.0 18.4 CH,
7" 66.2 68.1 66.6 CH,
8" 427 447 429 CH
9! 62.4 62.3 62.4 CH,
10" 63.8 64.3 63.7 CH,
CH,CO 20.8 20.8 CH,
20.7 20.7 CH,
20.6 20.6 CH,
20.5 20.5 CH,
CH,CO 170.5 170.5 C
170.2 170.1 C
169.4 169.4 C
169.3 169.3 C

47



48

a13 JSF—4
I S A 3’ ' o 25 o
@15 JSF4 uveadsdmiimiasen mp 200-202°C; [, -65.3"(C=0.99,
MeOH nujol -1
MeOH) ; UV ?\,max nm (log €) : 207(4.20), 267(4.28) wag 355(3.75) ; IR VmaX cm

1
3406 (broad), 1700, 1607, 1440, 1361, 1203, 1133, 1052; H-NMR (CDCl3 /DMSO—d6) :06.20

—7.70 (aromatic protons, SH), 5.55, 5.20 11 4.50 (aromatic protons, 3H), 3.10-3.80 (broad m,
1.18 uaz 0.95 (3H each, 0, J = 7.0 Hz)

Acetylation V939813 JSF—4

o

111813 JSF—4 (54.8 mg) WA pyridine 1.0 mL 118 acetic anhydride 1.0 mL Auans

a

A ° 3| o 3 2 VYq Y d A Ay a g} o
Waunganou 100 C Wunan 3 %’JTNQ @Q%Qqﬁiﬁlﬂuﬂqmﬁﬂﬂﬂﬂﬂ BN 20 mL HAZTENA

U Y

de CH,Cl, 10 mL 3 59 WI%U CH,Cl, MAiaaIe 10% HCI 10 mL 3 54 tazdnaiuaia

Y Y 4
CH,Cl, ae1i1 10 mL 3 ase thyu CH,Cl, W1 1% Ui 9@ 28 anhydrous Na,SO, N394 uag

4
a a

9 v o 9 v J { o 1 a & o o 9
sumenigldnnuandt Tdoyus acetate vo3a15 JISF-4 N9 luusgns i Idusgns

q

Ay preparative layer chromatography 1% silica gel 60 F (Merck, 0.5 mm) i stationary

254
phase Ll’dﬂ‘%j Hexane:EtOAc (1:1, 4 runs) udJu mobile phase T390 VY chromatogram é’]ljﬂ uv
1&a@15 2 bands A JSF—4a-1 (band VU) uveudadun (16 mg) g JSF-4a-2 (band an)

[ S A = 1
WuyeayImaesoou (20.5 mg)

@19 JSF—4a-1

. . 25 .
A1 JSF-4a-1 1Wuueaudadu1d mp 150 — 152 °C ; [Ol,  ~53.9°(C=1.02, MeOH) ;

MeOH nujol -1
nm (log €) : 207(4.59), 255(4.30), 309(4.19); IR Vm cm 1746, 1631,

ax

uv A

max

1 A 13
1456, 1375, 1215, 1079, 1048; H-NMR (CDCl3 ) - uaagluaisnm 8 ;  C-NMR (CDC13) :

uanaluaisnean 9
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@13 JSF—4a-2

<3| < A = ' ° 25
@13 JSF—4a—2 11 UveuUIdI1a 000U mp 148 — 150 C; [A]

p —428 (C=0.73,

eOH nujol -1
nm (log €) : 206(4.58), 255(4.31), 310(4.21); IR Vm cm

ax

M
MeOH) ; UV A
max
1 ~ 13
1746, 1631, 1457, 1375, 1217, 1078; H-NMR (CDCl, ) : uaraqlug1ind 8 ; C-NMR

(CDCL,) : uanaluaisnan o

A 1
M19 NN 8 H-NMR spectral data of JSF—4a—1 (CDCl3 ) uay JSF4a-2 (CDCI3 )

position JSF—4a-1 JSF—4a-2

Ar1l

2 6.84(1H, 0. 2.0) 6.47014, 0. 2.1)

6 7.31(1H, d, 2.0) 6.71(1H, 0, 2.1)

Ar?2

2! 7.90(1H, 0, 2.0) 787311, 0, 2.1)

5! 7.28(1H, 0, 8.6) 7.25(1H, 0, 8.4)

6 7.991H, (d, 2.0, 8.6) 7.93(1H, (0, 2.1, 8.4)
1" 5.40(1H, 0, 7.6) 537(1H,0,7.8)

2! 4.00(1H, dd. 7.6, 10.2) 4.00(1H, 0d, 7.8,10.2)
3" 5.06(11, 1, 10.2) 5.06(1H, 1, 10.2)

4" 4.94(18,1 10.2) 49311, 1, 10.2)

s 3.60(1H, d{, 6.0, 10.2) 3.60(1H, d(, 6.0, 10.2)
CH,-6"" 1.05(3H, 0, 6.0) 1.05(3H, 0, 6.0)

""" 4.995(1H, 0, 1.8) 5.001H, 0, 1.2)

! 5.16(1H, dd, 1.8, 3.5) 5.16(1H, d. 1.2, 3.6)
3" 5.495(1H, (d. 3.5, 10.0) 5.51(1H, dd. 3.6, 10.8)
4" 5.09(14H, t, 10.0) 5.10(1H, t, 10.8)

s 4.57(1H, d0], 6.0, 10.0) 4.59(1H, d0] 6.0, 10.8)




A1319N 8 (99)

50

position JSF—4a-1 JSF—4a-2
cHy -6 1.00(3H, 0, 6.0) 1.02(3H, 0, 6.0)

ey
1 4.445(1H, (, 2.0) 445014, 0, 1.5)
2" 5.05(1H, 0d, 2.0, 3.2) 5.03(1H, dd, 1.5, 3.6)
3! 5.08(1H, dd, 2.0, 3.2) 5.07(1H, 0d, 1.5, 3.6)
4" 532011, 00, 1.1, 3.2) 531010, 00, 1.5, 3.6)
5! 3.69(1H, M) 3.70(1H, M)
" 3.42(11, 0d, 5.0, 10.2) 3.14(11, dd, 7.2, 10.8)
6" 3.14(1H, 0d, 6.0, 10.2) 3.39(1H, 0d, 4.5, 10.8)
OAc 1.92,1.95,2.01,2.07,2.08, 191, 1.96,2.02, 2.06, 2.07,

2.10(2%),2.14, 2.29, 2.30,

233,248

2.09,2.10,2.14, 2.29, 2.31,

2.45




A 13
M1919N 9 C-NMR spectral data of JSF—4a—1 (CDC13) and JSF—4-2 (CDC13)

position JSF—4a-1 JSF—4a-2 DEPT
1 115.1 110.9 C
2 113.5 101.4 CH
3 150.4 157.8 C
4 154.0 150.7 C
5 136.5 136.1 C
6 109.1 108.9 CH
7(C=0) 156.8 161.0 C
!/
1 129.2 129.5 C
2! 124.4 1243 CH
3 141.8 141.7 C
4' 143.9 143.6 C
5 123.1 123.0 CH
6 127.4 127.3 CH
7'( c=0) 155.3 154.6 C
1" 99.7 99.8 CH
2! 75.5 75.5 CH
3/ 72.9 73.0 CH
4" 70.7 70.8 CH
s 66.5 66.4 CH
6" 17.1 17.1 CH,
r

1 98.7 98.7 CH
2" 70.6 70.6 CH
3! 68.8 68.9 CH
4" 71.1 71.1 CH

s 66.7 66.8 CH
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159N 9 (AD)

position JSF — 431 JSF — 432 DEPT
6'” 16.8 16.8 CH

3

rrrey

1 97.6 97.7 CH
2! 69.0 69.1 CH
3 69.4 69.4 CH
4"’ 67.9 68.0 CH
s 71.5 71.4 CH

6 66.3 66.4 CH
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UNN 3

ﬂ?ﬂﬂﬁﬂﬁﬂﬂ@l@x‘l!!ﬂ%ﬂﬁ1J51£1Nﬁﬂ”l§1’lﬂﬁ@x‘i

JSF-1

JSF-1 i R=H
JSF-1la-: R = Ac

< < A A = 1w 0 a [
3 JSF-1 1HUU0IuIIq1ana IAHABUNAUNINY 64 — 65 C nqﬂﬂmaqmﬂu

A 25 o ~ . A
C;H g0, uM [A], — 56.3 UV spectrum U8Y JSF-1 1 absorption band % 208 nm IR

[

= A -1 ' ~ -1 o
spectrum HAYYIUN 3484 cm  (broad, 13 hydroxyl) LlagN 1651 cm  (WUTL C=C)

1 ~ 4
H-NMR spectrum U89 JSF-1 # multiplet ﬂim;]‘ﬂ 8 7.30 15uve4 aromatic protons 5

4 =

7 U doublets 2 %A ﬂﬂﬂgﬁ 8 4.63 (J = 12.0 Hz) uay 4.90 (J = 12.0 Hz) fluves benzylic

o 1 o a =
methylene protons 2 §17 (Ha—7 Hay Hb—7) Ty H-NMR spectrum UD4 JSF—1 &3 doublet N O

4.40 (\] = 8.3 Hz) L“ldJLlEUEN anomeric proton (H—l') VDI UIY glucose A5 “ﬂumg"lm protons

3 6 @ ¥4 glucose U310 Iu multiplets 3 A A & 3.40 GH, H-5" 1z Habfé'), 3.50 (1H,

o 1 .
H-2"),3.00 H, H-3" 1oz H-4") wiiuihdyana H-NMR %0982 glucose Y04aT JSF-1

[ 3 o 1 v J
ligau wagezmiudanuly H-NMR spectrum VDIDUNWUT acetate (JSF-1a)
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JSF-1a

mgﬁu‘ﬁ acetate (JSF—1a) Awsaulaliid uv spectrum AABNY JSF-1 3 absorption

[

= o w =t = -1 =
band 1 206 nm @113 IR spectrum HAYYIUN 1754 cm  (ester carbonyl) LAz 1223 uag
-1
1167 cm  (WUTE C-O)

1 v [ A o

H-NMR spectrum U934 JSF-1a AABNY JSF-1 auwuﬁ acetete JSF-1a UAQYIUUD
WY acetoxy 4 13 1J5ngiTu singlets 71 & 1.99, 2.00, 2.02 1oz 2.11 wagil FyaIAIUeA protons
VOIaIY glucose FAUNIN anomeric proton (Hfll) ‘]J'i”lﬂ;]L‘]dJu doublet (\] = 8.0 Hz) N8 4.54

nazdayanaved H-2', H-3" uaz H-4' ¥049 glucose U510 §5.06 (A0, J = 8.0 uay 9.4 Hz),

5.17 (¢, J=9.4 Hz) oz 5.11 (¢, J = 9.4 Hz) awddu nazdaanmves H-S', H -6 uag H-6'

ﬂi?ﬂgl‘ﬂu doublet of doublets of doublets ‘ﬁ 3 3.67 (\] =24, 4.8 1aY 9.4 Hz) 1ag doublet of
doublets 81 2 4 71 54.16 (J = 2.4 1Az 13.0 Hz) Haz 54.28 (= 4.8 a2 13.0 Hz) mud iy
§1131 aromatic protons 5 @1 15 1ﬂ§]!,‘ldJu multiplet ﬁ 0 7.26 —~ 7.37 W@ benzylic methylene
protons 2 § 404 JSF-1a U51ngilu doublets 2 4 71 84.62 (J = 12.0 Hz) uag 4.90 = 12.0
Hz)

nndeyamadilaTnsalaildnd1nd1edu az 2D HMBC correlations fidhdayues
JSF-1 uag ISF-1a ﬁmﬁﬂﬂugﬂﬁ 1 1lda31l91 @13 ISF-1 Ao benzyl B-D- glucopyranoside

2 g Ao 1 a
CHQL"IJ‘L!E‘T"ITV]fJ\ihlllLﬂfl‘W‘]Jbluﬂ@ﬂﬂJga

- OR

OR
RO

JSF-1 : R =H

JSF-la : R = Ac

[

JU 1 2D HMBC correlations NeNAY U89 JSF-1 ag JSF-1a

9
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JSF-3

JSF-3 : R=H
JSF-3a : R = Ac

<3| 3 A ~ 1w o a <3|
5 JSF-3 11 uvosasdu) yanavuHaUNINU 144 — 146 C uqmimaqmﬂu

Cy HsgO nA o], - 180.9° UV spectrum 1l absorption band 201, 235 nm IR spectrum Y

58734 D

@ = <l ' A -1 ' A -1
WYIUN 3380 cm (broad, 1Yy hydroxyl) tag# 1733 cm (1Y carbonyl) HAEN 1626 cm
(WuBE C=C)
1 3 d' ) ! ]
H-NMR spectrum U84 JSF-3 iy YYIUNUIVUBNIY iridoidal chromophore 8¢ 3

>ea 1l singlets 2 #u N 8 5.81 way 7.48 15Uv04 acetalic protons (H-1) 3 @17 1182 olefinic protons
(H-3) 3 § @& methylene protons AR 11U 6 /3105311 doublet of doublets 6 A7) Az
1 protons 71 82.49, 2.498 118 2.503 (J=14.4,84 Hz ) uaz §2.67, 2.744 wag 2.745 (J = 14.4,

4.2 Hz ) MUB19Y olefinic methine protons (H-8) 3 A ‘]JS”Iﬂ;]L‘ldJ‘L! broad quartet 786.12 (\] =

(=) [~

7.5 Hz) Uag methyl group (CH,~10) 3 Wy fifayaantlu doublet 1 8 1.75 (J = 7.5 Hz) doyqya

v v 9 v
18 4.00 104 protons 3 A3 NAWHMUL 5 HOANINTUFAT singlet N §3.72 (9H) Y8 methoxyl
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A o

] 1 o
3 Wy T4 H-NMR spectrum Y09 JSF-3 Ny 19499 anomeric protons (H-1") 3 @7 Vo9

S

glucose U51ngT1U doublets 3 A 11 54.79, 4.80 uaz 4.81 (J = 8.0 Hz) 11az91n COSY spectrum

]
3 =

o Y i~ 4 !/ !/ !
%11Wﬁ1u15ﬂ§$ﬂﬁﬂlm1mﬂ 0 3.35,3.42, 3.35 uag 3.35 e H-2 , H-3, H-4 uas H-5

q g9

o w ) v W | A
94 glucose MUY dmTudayanaved H 6" U5ngilu multiplet  § 3.68 (3H) tazveq

= 1
H,-6" U5ngilu doublet of doublets 1 & 3.88 (BH)(J = 12.0, 1.5 Hz) Tu H-NMR spectrum

Y94 JSF-3 &1ty doublet 1 8 1.04 (J = 7.0 Hz) 3 protons 1Huyeany methyl 1 ¥y (CH,~6 ")

uag multiplet i & 4.66 151184 methine proton (H-5"") AfeNUNY acetoxy 1A ISF-3 12

Apaliviag iridane (C 10 unit, tetrol) ogluTnsea31e Laz9 IS/ ID-TOCSY N1 & 1.04

(CH376 ”) ‘ﬁﬂﬁ’mmiaizu protons nﬂﬁ%mﬂﬁlﬂﬂﬂﬁ%ﬂ tetrol (C—10 unit) 14 (Llﬁﬂﬂu

4
M1 INN 6)

13 o ~ o
C-NMR spectrum 993 JSF-3 (Aduaaslumisian 7) ssilagerds DEPT, 2D

3 T o o
HMQC uag 2D HMBC correlations 9$IHUINTULYI1UUDA protons VNAIUDI glucose LLAZUDI
Wg iridane (C-10 unit) Tu JSF-3 dadouiunueg licunsoszyldeddaauiunion

v J 4?}
OUNUTD acetate (JSF-3 a) Y03 JSF-3 YU

JSF-3a

@ [}

J <3| a aa A Y o a
OUWUT acetate (JSF-3a) 1ilusdulalulid Uganaoumanminy 90 — 93°C ligas

25

D -~ 150.1° UV spectrum 1l absorption band i 201,

| | A
Twanadhuily ¢ H,,,0,, a1 [o]

[

= < -1 4 1,

235 nm IR spectrum NAYYIUN 1739 cm  (ester carbonyl) ttashN 1213 1y 1160 cm (WU
CcC-0)

1 o ™ =

H-NMR spectrum U8 JSF-3a AfNENUVDY JSF-3 Tﬂﬂmgwuf acetate (JSF—3a) U

@ ] I . A

AUV acetoxy 13 1Y U5l singlets 5 A N § 2.02(2X), 2.03(4X), 2.035(4X), 2.05
tag 2.08(2x) tardayIMUnd glucose 3 1Y U3INYFAIIU anomeric protons 3 @3 U314
I ~ [ ~
11U doublets 2 %@ N 54.99 (1H, J = 8.0 Hz) 11ag 4.995 (2H, J = 8.0 Hz) &y 1944049 protons 11
Aumnls 2 151580 doublet of doublets 2 3 01 §5.11 (1H, J = 9.5, 8.0 Hz) 1Az 5.115 (2H, J

= 9.5, 8.0 Hz) dayay1al triplets 2 ¥A 7 8 5.275 (1H, J = 9.5 Hz) uaz 5.28 2H, J = 9.5 Hz) 1ilu
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Y09 H-3" 1a triplets 8 1 %A Y89 3 protons A1 & 5.135 (J = 9.5 Hz) 1fluves H-4" dwms

Toyanaos H-5"Usngilu multiplet 7 8 3.78 (3H) uazves H 6" Usngiilu doublet of

doublets 5 %A A §4.11 (1H, J = 12.5, 1.2 Hz), 4.115 (2H, J = 12.5, 1.2 Hz), 4327 (1H,J =125,
45 Hz), 8 433 (1H, J = 12.5, 4.5 Hz) oz & 4331 (1H, J = 12.5, 4.5 Hz) 51 iridoidal
3 o . Yy A <
chromophore 3 %A Y84 JSF-3a Usnguiludaana singlets 2 tdu N1 § 5.70 wag 7.45 1Wuveq
acetalic protons (H-1) 3 A7 11ag olefinic protons (H-3) 3 A1 MUANY a9 multiplet 763.95
iWudyanaued H-5 3 @ doublet of doublets Ha¥uA 6 %A A 1 protons 71 §2.44 (J = 14.4,

8.0 Hz), 2.43 (J = 14.4,8.0 Hz), 2.425 (J = 14.4, 8.0 Hz), 2.69 (J = 14.4, 4.8 Hz), 2.682 (J = 14.4,

4.8 Hz) uaz 2.62 (J = 14.4, 4.8 Hz) Hluveq H.-6 uag H -6 061902 3 protons ANAIAU

olefinic methine protons (H-8) 3 a7 1ls 1ﬂ§]!,°1d]u broad quartet 718 6.00 (\] = 7.0 Hz) uawyj

methyl (CH,~10) 3 %3] (OH) s nguilus doublet 1 8 1.75 (J = 7.0 Hz) wonn1mi singlets 3 1éu

YDIHY methoxyl 3 Wy N1 §3.71,3.72 g 3,725 dayaNuved CH,6 ' wag H-5'" vaenie

iridane (C—10 unit, tetrol) U51ng!ilu doublet 7 & 1.06 (3H,J =7.5 Hz) uag multiplet i & 4.65
(1H) MUAIAY 1ag1nmInl ID-TOCSY A 81.06 Miliamnsnseydaanaued protons NN

AUNU0INU2Y iridane 18 (analuaiingh 6)

13 b 4 .
C-NMR spectrum ¥94 JSF-3a (fanaaalugsnan 7) sz1ylasoides DEPT, 2D

HMQC 1182 2D HMBC correlations 9ndeyaailalnsdlnilasnandiedu uaz 2D HMBC
correlations NAAY VDY ISF-3 ag JSF-3a aaudaalugdn 2 iliagd1dn 1sF-3 filass

3 @
a3103)% tetrameric iridoidal glycoside ANLLEAI



JSF-3.- ;7R = H

JSF-3a : R = Ac

v

2 2D HMBC correlations NA10QIU89 JSF-3 11ag JSF-3a

]

Qo
=
=l

JSF-2

JSF-2 : R =H

JSF-2a : R = Ac
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IS = A 1 = Y o [
13 JSF2 Wy Tvlud@miaeoou Ngaraonmaunny 122 — 124 °C ugas luanaily

H 0, I [o]. -199.3°UV spectrum i absorption band 1237 nm §1%5V IR spectrum

4476424

@)

D

[

= A -1 ] A -1 ] ~ -1
UAYIUN 3400 cm  (broad, W3y hydroxyl) %1 1705 cm (W3] carbonyl) taghN 1629 cm

(WUTZ C=C)

v [ v

1 o { 1
H-NMR spectrum 484 JSF-2 Ad1@iy JSF-3 110 ualidgyaaiitsuenitil iridoidal

chromophore ﬁ)gjuﬂ' 2 %A acetalic protons (H-1) uag olefinic protons. (H-3) p819aT 2 A

Usinguilu singlets 2 1du # 8 5.85 uag 7.45 MUY @21 multiplets 2 A9 B 2 protons

[

UsIngh & 2.40 uag 2.75 1fuves H -6 uag H-6 awdidn doyana multiplet i 5 6.10 (2H)

ia doublet N1 & 1.72 (6H, J=60 Hz) Lﬂumm olefinic methine protons (H-8) 2 A0 LA ‘Hy:

[

methyl (CH,~10) 2 13 aW& Wy doya11ued methoxyl 2 4y 6 protons Usngiilu singlet
dy 1 v d'
§3.72 wena i1y H-NMR spectrum 404 JSF-2 831 doublet 15107115 1.00 (J = 6.0 Hz)

Y9I methyl (CH,~6 ') 1 ¥3j 11ag multiplet 7t 5 4.45 484 miethine proton (H-5'") NeAoAUNY

[

1 1 1o IS)
acetoxy Y0411 iridane (C-10 unit, tetrol) H-NMR spectrum Y03 JSF-2 lajsaiau i IR

Foununuuinm 8 3.20-5.00 Mld liansasey protons Nadalulnseadinld TuaSou

Y
PUWUT acetate (JSF—2a) Y94 JSF-2 YU

JSF-2a

@ ]

4 < a A A - 0 =
OYWUT acetate (JSF-2a) (Husdulalifid Jyanasumanminy 70 — 72 °C igas

= 25 0 = . d‘
Tmaqmﬂmﬂu C_H,O,, ynm[a], -108.5 UV spectrum ¥ absorption band 1 202, 233 nm

647784734 D

[

=\ A -1 ~ -1 o
IR spectrum UAUYIUN 1753 cm  (ester carbonyl) tagh 1228, 1123 cm  (WUTL C-O)

1H—NMR spectrum ﬂjﬂﬂﬂuﬁuﬁ' acetate (JSF—2a) ﬂ%?ﬂﬁﬂ’e)‘lfgﬁuﬁ' acetate JSF—3a 11N
ISF-2a fidayaaiv04my acetoxy 10 Y Usngiiu singlets 7l 2.02, 2.03(3x), 2.035(4X), 2.06
1ag 2.09 tazldya NV glucose 2 WY FAUNIN Y1810 anomeric protons (H-1")
ﬂ‘ﬂﬂglﬂu doublets 17‘] 05.04 (2H, J=96H2) ¥ triplets 3 YA AL 2 protons O 5.12, 5.28 LAY
5.14 1fuveq H-2', H-3' uag H4' aué1dy dayaias doublet of doublet of doublets U31ngi

03.74 (J =12.8,3.8,2.6 Hz) L‘IdJLlGU@Q H-5' 2§72 a7U doublet of doublets 2 ¥A) AL 2 protons
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v k4 ]
Us1ngi & 4.1 uay 4.33 iluves H -6 uag H,-6' sy uennmiudyanudaiuen
e < . ) = 3
Y iridoidal chromophore 2 4 15107l singlets 2 1Y N § 5.70 oy 7.46 1Wuveq
acetalic protons (H-1) 2 @7 1Az olefinic protons (H-3) 2 A7 ANAIAL I multiplet 71 63.96

Wuves H-5 2é ﬁ’aumunm doublet of doublets 4 A A 1 protons 118242 =144, 6.0 Hz),

2.45 () = 14.4, 6.0 Hz), 2.64 (J = 14.4, 4.8 Hz) t1az 2.71 () = 14.4, 4.8 Hz) 1iluv0q -6 (2H)

uay Hb—6 (2H) 08191 olefinic methine protons (H-8) 2 A ‘]Jﬂﬂ;]!ﬂu broad quatet 8 6.00
(J = 7.5 Hz) uag iy methyl 1 3] (CH,-10) 2 ¥y (6H) Ysngiilu doublet 18 1.75 (J = 7.5 Hz)

dmfuFyanuves CH;-6 ' uag H-5" 0N iridane (C-10 unit, tetrol) Y04 JSF-2a

O 9

Usinguiiu doublet 71 & 1.02 (3H, J = 7.0 Hz) 1oy multiplet # 8 4.64 (1H) 52 dyn v09

protons NAAMHUIVDINUIY tetrol 1ABNITNT ID-TOCSY N §1.02 (taadlugmsin 6)

13 pY A o
C-NMR spectrum Y84 JSF-2a (Aaaadluaisien 7) AR18AY JSF-3 1Ay JSF-3a

sz1 1A/ DEPT, 2D HMQC l1ag 2D HMBC correlations 21ndoyaailaInsd Intld1edu

@

118z 2D HMBC correlations édayues ISF-2 yag ISF-2a aauaaalugiin 3 dhldaglIidn

JSF-2 1§]u trimeric iridoidal glycoside Aauaag

JSF-2 : R =H

JSF-2a : R = Ac

[

5173 2D HMBC correlations NdfAgyyod JSF-2 1Ay JSF-2a

9
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I ng a 1
JSF-3 13U tetrameric iridoidal glycoside nuaswsnluluaavesduuzd [10] az@ou

woluaonugd [11] d2u ISF-2 1iu trimeric iridoidal glycoside Awvug luaonuga [11] Joya

1 09/' A 9o ] Y = 3 12 =
H-NMR spectrum U9INN JSF-3 1aZJSF-2 ﬂﬂJiWEl\inlhl’JEJ\‘iubJﬂi‘]Jﬂ’Ju ’E'Jﬂ‘ﬂ\ihlllﬂJﬂﬁmiilﬂJ

[ 4 Y 1 o 4 Y
OUWUT acetate YDIATAINAT 19 IAIAT OO UITUT acetate JSF-3a  11AZISF-2a TU W3O
a J Y = v J
Anzndoyananla Insalatlvesars ISF-3 1oy JSF-2 1azoyWuT acetate JSF-3a 1Az

JSF-2a laasudau

JSF—4

a3 ISF-4 iuveaded@ihmasou mp 200 - 202 °C figas lmanaiilu ¢,,H, 0, T

1 25 o IS t:‘
QN [OL]D —65.3" (C=10.99, MeOH) ; UV spectrum & absorption band 1 207, 267 118 355 nm

[

~ 4 -1 ; d' sl 4
Tu IR spectrum WAYYIUN 3406 cm  (broad, ¥ hydroxyl) 1 1700 cm - (¥1y carbonyl) N

_1 o
1607 cm  (WUTY C=C)

4
=

A < Ao 1 Y 1 Ay Y o Y
1U®3910 JSF4 Lﬂ‘l!ﬁﬁ“l/]iﬁU’JﬂfJHﬂlNﬁiﬁ H H-NMR spectrum NEDUNUAUNIN “msl“ri

Jy

] a = 4 3
ligunsninsizridoya Y99 NMR spectrum 19 19AT8UOYWUT acetate Y09 JSF—4 U 14

U

A [

PUWUT acetate 2 1 A JSF-4a-1 102 ISF-4a-2 oYWUF JSF-4a-1 Ui 1nI1 ISF-4a-2
NMR spectrum U89 JSF-4a—1 118 JSF-4a—2 HA1uFanunil tazdounuiosnived JSF4

yIn

JSF—-4a-1

[~ <= 0 = < <
13 JSF-4a-1 11luveuiadv11 mp 150 - 152 °C  digas luanaidhuilu ¢, H,,0.4,

[

25 ~ 4 ~
[OL]D —53.9 ° UV spectrum U absorption band %1 207, 255, 309 nm lu IR spectrum JAYYIU
4 -1 < 1o
N 1746 cm  (ester carbonyl) ttagN 1215 cm  (WUTE C-O)

1 4. Do
H-NMR spectrum Y99 JSF—4a—1 (131NN 8) AYIUUDI aromatic protons B¢ 5 A
Fuilu291121 aromatic 2 219 el doublets 2 %A A & 6.84 (1H, J = 2.0 Hz) uay 7.31 (1H,
i1 k4

J=2.0 Hz) Wuves H-2 tag H-6 uaziiloNa13a1m1 coupling constants (J —values) LLerA31919

dy [ Y] . dy 9 =1 [l AA o '
2 protons uaggﬂu meta Ny a9 IU aromatic 1 ADINNYUNUNNAUNUL 1, 3,4 1182 5
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7.31(0,J=2.

1Az FYQ UV aromatic protons 80 3 #2 Us1ngEiu doublets 2 A 7 §7.28(1H, 0, ] = 8.6

Hz), 7.90 (1H, 0, 7 = 2.0 Hz) 1182 doublet of doublets 8n 1 %a 71 &7.99 (11, A0, J= 2.0, 8.6 Hz)

De

) Y
wazilo N5 coupling constants (J —values) @41 aromatic protons N3 Al g
v 4 v
o ] o w . Y 1 o ]
AUKUQ 5, 2 18 6 MUEIAY LAZIWNIY aromatic WNFO ADITHPUNUNNA KU 1, 3

inag 4

7.90(0, J = u 7.99dd, J=2.0, 8.6 Hz)

H 72800 J=8.6 Hz)

1HfNMR spectrum U9 JSF-4a-1 3 anomeric protons 3 é’fﬁi 05.40 (1H, d, J=176 Hz),
4995 (11, 0, J = 1.8 Hz) tiaz 4445 (11, 0, J = 2.0 Hz) waziing methyl 2 wajilsngiu
doublets 2 A 71 & 1,00 GH, 0, J = 6.0 Hz) 118z 1.05 GH, 0, J = 6.0 Hz) @@ ISF—4a—1 T1in
a8 3 e Taooa 2 winedeaiuhmanszian 6-deoxy ANWIDTLYFTYYIVUDY
protons nﬂﬁammi{wmaﬁq 3 w8 1AgeIAY cosy spectrum (sg]msnﬁ 8) LAZNIITUININAN
coupling constants (\] —values) Mg $‘]Jqulﬁj1ﬁy1maﬂﬂwﬁ 1 Ao 6—deoxy—P-D-glucopyranose

W28 2 flo a —L—rhamnopyranose wazhuIen 3 Ao o—D-talopyranose

1 v ' ' A
H-NMR spectrum U843 JSF-4a—1 a1 UDIHY acetoxy 12 Wi ﬂﬂﬂ;]ﬁju singlets N

§ 1.92, 1.95, 2.01, 2.07, 2.08, 2.10(2x), 2.14, 2.29, 2.30, 2.33 Uag 2.48 11az1n 2D HMBC
spectrum (4J) WU MY acetoxy & 2.07 1Az 1.95 @odLAY C3(5. 72.9) ag C4(S,. 70.7) V04
6-deoxy—B-D—glucopyranose ANA1AY 1 §2.14,2.01 tiag 2.08 AvagnNU C2(5. 70.6), C3(5

C

68.8) Az C4(8, 71.1) Y93 oL —L— rhamnopyranose MUAIAY Hagh & 1.92, 2.10 ag 2.10 6D
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BgAY C2(3, 69.0), C3(5,. 69.4) Az C4(5. 67.9) Y94 o.-D—talopyranose AINAIAY FINTVNY
acetoxy N 4 MY N § 2.48 uaz 2.33 sioNl C3(5. 150.4) Loy C4(S, 154.0) YBINUNIU
aromatic 1 MUAIAD LAz §2.29 ag 2.30 Aol C3(5,. 141.8) Az C4(S,. 143.9) YBIIUNI

aromatic 2 AUA1A1

CH3
O /\
0 1.95m 70.7 1504

R N OCCHF’“8

3
62.07w72-9 OCCH_§ 233
|| 3 C H

H CCO
02.08 3
H CCO OCCH 02.14
820103 || | 3
O
I
?o—c
H H
82.29 /\
O 1418 H
H C—C/ 143.9
3l 0
o] |
e
CH2 §2.30

11 2D HMBC spectrum U939 JSF—4a-1 1714 correlationdi 31 2l WIe NI S5 136.5 UBIN
UMY aromatic 1 A1 8, 5.40 uag &, 98.7 Al 8, ,4.00 1AL 2D HMBC correlations

DU ALAAY
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0 98.7
I CH3 O ) H 34.995
H3CCO
H CCO OCCH
3] |3
(0] 0]

TIMTUIUIYIU aromatic 2 LA o—D-talopyranose 1 2D HMBC correlations A4ULa A4

13 o ~ )
C-NMR spectrum U949 JSF—4a-1 (Aauaadlumsnn 9) sziylageids DEPT, 2D

HMQC itag 2D HMBC experiments
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@13 JSF—4a-2
<3| 3 A = ' o . A 3
13 JSF-4a-2 1{luvouisdiviansoo mp 148 - 150°C lgas lwanailu C,,H,,0,,
A 25 o = A o o =
ua [O(,]D —42.8 " UV spectrum U absorption band 11 206, 255, 310 nm §1%31U IR spectrum §

o a -1 a -1,
WAUIUN 1746 cm  (ester carbonyl) tlagh 1217 cm  (WUTE C-O)

1 13 o =
H-NMR uag C-NMR spectrum U JSF—4a-2 (ﬂﬂllﬁﬂ\‘iﬁluﬁﬁﬁﬂ 8 1ae 9) ﬂé}'lfJ

0 ISF4a-1 110 fnduedeFany Ao ISF4a2 Tny acetoxy ifins 11wy gy
singlets 71 8 1.91, 1.96, 2.02, 2.06, 2.07, 2.09, 2.10, 2.14, 2.29, 2.31 8% 2.45 {2910 2D HMBC
spectrum U84 JSF-4a-2 1N1BATINY acetoxy 71 & 2.06 1Az 1.96 ABBYT C3(5_73.0) Az C4
(8. 70.8) V03 6-deoxy—B-D—glucopyranose AIUAINY 718 2.14,2.02 uaz 2.07 @iaagiﬁ C2(3,
70.6), C3(3. 68.9) 1oz C4(5. 71.1) ¥93 o —L— rhamnopyranose AUAAY uaz'ﬁ 0 1.91, 2.09
1ag 2.10 91088 C2(5.69.1), C3(5.69.4) ¥ C4(S, 68.0) YD 0—D-talopyranose AINAI1AY
A3 acetoxy BN 3 1 i 52.45 agiﬁ C3(5,. 157.8) UDAIUNIU aromatic 1 MUAINY uazi
8231 uag 2.29 agi‘ﬁ C3(5. 141.7) oz CA(S, 143.6) YBIAHNIU aromatic 2 AMNAIAL LAA
71 JSF-4a-2 @191 JSF-4a-1 Ao Ly hydroxy figunale C4 v aromatic 1 Taila

4 acetoxy tnilonlu JSF-4a-1

O
I
oO—C
H H
H C—C ’
3 0
(0]
—0
CH
3 52.29

51.91
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'
A o

2D HMBC spectrum U4 JSF—4a-2 Ad8UU04 JSF-4a-1 110 11U correlation NA1ATY
5EHIN S 136.1 YBINWNIY aromatic 1 AU S, 5.37 tag 8., 98.7 NI §,,_, 4.00 uaz

Lﬁu 2D HMBC correlations ﬁuq AILLEAY

TINTUIMYIIY aromatic 2 HAE o—D-talopyranose 11 2D HMBC correlations Adtida4




nndoyannaaInsalnilves JSF-4a-1 1ag JSF4a-2 asnandwdu  mildaglldn

JSF—4 vzl Ingaadald 2 uuy fe

Tagaarsan 1

O ¢ 5

It

C

7

Tagaarsan 2
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#1 JSF-4 Wlasea1anuui 1 1 HMBC spectrum U84 JSF—4a—1 ag JSF-4a—2 2Apaviy

rrre re

correlations 5¥%319 C—7(C=0) waz H-6"""" uaz c-7'(c=0) uaz H-1"""" w5odiilaseadha

WU 2 9280493 correlations 55119 C-7(C=0) waz H-1"""" uazy C-7'(C=0) uaz H-6'"""ud
151197114 HMBC spectrum B JSF—4a-1 18z JSF—4a-2 Wi} 2D HMBC correlations
name 1u spectrum Y94 JSF4a-1 C-7(3156.8) 1 HMBC correlations 1 aromatic protons 2
i1 Ao & 6.84(H-2) uag 7.31(H-6) uag C-7'(8 155.3) 3 HMBC correlations N1 aromatic
protons 71 & 7.90(H-2") uaz 7.99(H-6") Wity HMBC spectrum V84 JSF-4a 2 Aiuifedfi
C-7(8 161.0) 3 HMBC correlations i1 aromatic protons 2 i3 A0 & 6.47(H-2) 1ag 6.71(H-6)
uaz C-7'(8 154.6) 3 HMBC correlations N1 aromatic protons ﬁ 5 7.87(H-2") uay 7.93(H-6")

' ng 1 g o o A [ < 1
MU thqu HMBC correlations U934 C—7 LIag C,’]’ﬂ‘]_] protons @]aﬁu!ﬁﬂ UAZEITUNALNT U

Yy iuved H o uag H, o 51091 8 3.42 way 3.14 11 JSF4a-1 taz §3.14 uaz 3.39 Tu

ISF-4a-2 Fuilumi upfield n11lnd edsagildoyamemilaInsalaflvos 1sF—4 Li'ld o1n
9 o = Y = ] o o
wassihimsAnydeyanwanlaInsalnilves JISF-4a-1 nay JSF-4a-2 vy dwisvens

JSF-2, JSF-3 uaz JSF—4 finen1a aziilnadougns sedative Tunyae 11
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