uny 4

NANI5AE

4.1 FUATIZRANTAIAULAEILATIZTLATIHENS

annmaaestnariielasd (1) NinUdiiseuednlalaslada udariiniuanfaeds
padntlasunTanaWliliarsdsfiuneanslalaaniaaa (3) NUFENT WINNAATITIIUN
IAradiranuduausia ldsnandwenanfaininsalnll ('H-NMR spectroscopy) wid@wln

Tn9Lusa (Mass spectrometry) waziFaumeuiuasnEseanuat e

20% H SO
2 4

\

60-70 °C

WA 4-1 Ufeuednlalnslagasasansasilelas (1)

fayanalnlnsalntlaasanslalnamioas (3)
413595 isosteviol (3)
fya 'H-NMR uaz “C-NMR UARIAIANI197 4-1

da3a ESMS (+ve): m/z (% rel. abund.) 659 [2M+Na] (100)
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4.2 Usulasulnssasreanstalaamraaalagdgan1sNIaANLAEILASIZ
TA598519129815 Aana il

421 duasiznanstalalnslaldaaniaas (4)
andiesanduresanslelaaniean (3) Mharslnlalasleloariana (4)

Hu3ATzulasedsanuduausqe lilsnauduidnensalninealni (H-NMR

= = o dld 1
spectroscopy) wNadtlnlngueEs (Mass spectrometry) LL@zL‘Ll?ﬂ‘ummﬂumawmmmuﬂq

%
A1

NaBH,
THF

o o

ANA 4-2 Uffseeanduaesanslalaanioas (3)

fayannailninsalntlaasanslalalnsleleasiana (4)
@419 Dihydroisosteviol (4)

fiaya 'H-NMR Uazy "C-NMR UAANAIFNIINT 4-2

?ﬂmﬂ@ ESMS (-ve): m/z (% rel. abund.) 639 [2M-H] (100)
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4.2.2 dupAs1zidnsialalaslalddafdiaaatnnatadinas

nnmsnaaenihansialalasleleaniesa (4) nndjisawniawdulians

alalnslalaafiiaeaiuiaaginas (18)

CHsl / K,CO4
Acetone

N 4-3 UfTRefiainduaesansinlalasleloariens (4)

fayanailninsalniliasanslalalasleloamieaamiiaeanas (18)
@419 Dihydroisosteviol methyl ester (18)
fiaya 'H-NMR Uag "C-NMR UAANAIF13199 4-3

?ﬂmﬂ@ ESMS (+ve): m/z (% rel. abund.) 335 [M+H]" (100)

423 RAATITNATHAANDIRALAUIADNTIAILULUG 19
annamaaesiiansialalaslelramesawiialeanas (18) Nl isen

Fandulfansueanagealauiaannaniwmid 19 (19)

o

MW 4-4 Ufiseaanduresansinlalnsleloariseamiiaeaines (18)
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fayanvaiinlnsalnilaasansuaanasaanaunaaniaILmu 19 (19)
@19 Dihydroisosteviol C-19 alcoholic analogue (19)
fiaya 'H-NMR Uaz "C-NMR UAAIAIFNIINT 4-4

da3)n ESMS (+ve): m/z (% rel. abund.) 635 [2M+Na]” (100)

4.3 UsurdasulasaasalagnssuaunIsNITI AW
4.3.1 Usuilasulasegsrealaanssuaunisnisdanmnaiadnsialalag lala

ARNDDALNNALRALADS (18)
) o [ d' 9 ~ dy
113 18 wimsdSulasuTassadalaenscuiumsn s Imn lae¥e Bacillus

megaterium NRRL B-938 ldasmunue’lani 20 dataag

Bacillus megaterium NRRL B-938

MNN 4-5 n13dfulasulangineaesansialalaslelaafieaawfiaedimnas (18) lnsl

NTTUIUNINTININAY Bacillus megaterium NRRL B-938

fayanailnlnsalntlaasanswunualait (20)
a7unyualast (20)
fiya 'H-NMR uaz "C-NMR UAAIAIAIIINT 4-5

da3a ESMS (+ve): m/z (% rel. abund.) 701 [2M+H]" (100)

4.3.2 Usuasulaseadrelagnszuaunisnisdamwsnagisuaanagaaaun
ABNTFILALG 19 (5)

TANsLeaNeEeaLaLNAanRANLMLY 19 (19) nvinnstiunlasulaseaiialag
neztnuMsdanmiagde Bacillus megaterium NRRL B-938 l&ansiunuala 21, 22

LAY 23 AILAAY
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Bacillus megaterium

\

NN 4-6 N19U5U1RsUIATAE19B9ANTLRAN TR AKBUIABNTAILMLN 19 (19) 1ag)

NTTUIRNTNINTANINALE Bacillus megaterium NRRL B-938

fayanvaulnlnsalntlaasaswunualadt (21)
anguunualadt (21)

fiaya 'H-NMR Uaz "C-NMR UAANAIRN3199 4-6

=2

238 ESMS (-ve): m/z (% rel. abund.) 693 [M+2CI] (100)

fayanvalnlnsalntlaasaswunualadt (22)
a7y lad (22)

fiaya 'H-NMR Uag “C-NMR UaAIAIRN3197 4-7

=2

238 ESMS (-ve): m/z (% rel. abund.) 693 [M+2CI]  (100)

fayanailnlnsalntlaasaswunualadt (23)
a7unyualast (23)
fpya 'H-NMR uaz “C-NMR UAAIAIANIIINT 4-8

da3a ESMS (+ve): m/z (% rel. abund.) 699 [2M+Na] (100)
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AN5197 4-1 Fagya 'H-NMR uaz °C-NMR 189413 3

AL Isosteviol (3)
'H-NMR “C-NMR

1 0.89 (td, 13.9, 3.3), 1.63-1.75 (m) 39.7
3 1.02 (dd, 13.9, 3.4), 2.13 (br d, 13.9) 37.7
7 1.46 (dd, 13.7, 3.2), 1.63-1.75 (m) 41.4
12 1.30-1.47°,1.60 (d, 13.9) 37.3
14 1.30-1.47°, 1.53 (d, 11.7) 54.3
15 1.79.(d, 18.8), 2.62 (dd, 18.8, 2.6) 48.4
16 - 222.8

17-CH, 0.95 (s) 19.8

18-CH, 1.23 (s) 29.0
19 - 183.5
20 0.76 (s) 13.3

1funnlu cbcl,

* Ansfauiurasdry o ulusumndaneani
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AN5197 4-2 Fayn 'H-NMR uaz "°C-NMR 184413 4

RIREIN Dihydroisosteviol (4)
'H-NMR “C-NMR

1 0.81(m), 1.65 (m) 39.8
3 0.91(m), 2.06 (brd, 13.1) 37.9
7 1.24° | 1.46 (m) 41.6
12 1.68(m), 1.74 (m) 33.6
14 0.94 (m), 1.24° 55.1
15 1.24%,1.78 (m) 42.4
16 3.77 (dd, 10.5, 4.3) 80.2

17-CH3 0.84 (s) 24.7

18-CH3 1.13 (s) 28.9
19 - 181.1
20 0.76 (s) 13.1

1fuiinlu CDCI, + CD,OD 2 e

* Annsfewibaasdrynuluaunianeani
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5197 4-3 Fayn 'H-NMR uaz °C-NMR 18913 18

RIREIN Dihydroisosteviol methyl ester (18)
'H-NMR “C-NMR
1 0.84 (m), 1.73° 40.0
3 0.99 (m), 2.13 (brd, 13.3) 38.0
7 1.28°,1.46 (m) 41.7
12 1.28°,1.73" 33.7
14 0.99 (m), 1.25 (m) 55.2
15 1.73%, 1.79 (m) 42.8
16 - 80.5
17-CH, 0.88 (s) 24.8
18-CH, 1.13 (s) 28.8
19 - 178.0
20 0.69 (s) 13.0
-OCH, 3.59 (s) 51.1

1funnlu CDCI,

a,bA 2 o o o oAl o
UNITTRUNUUBN tya;nuslum LUANLAEINY



AN5197 4-4 Fagyn 'H-NMR uaz °C-NMR 184813 19

25

RIREIN Dihydroisosteviol 19 alcoholic analogue (19)
"H-NMR “C-NMR
1 0.83 (td, 13.1, 3.6), 1.65° 39.5
3 0.94 (m), 1.77 (m) 35.5
7 1.37 (m), 1.48 (m) 41.9
12 1.18(m), 1.73(m) 33.6
14 1.03(m), 1.25(m) 55.4
15 1.65", 1.82 (m) 42.9
16 3.83 (dd, 10.7, 4.4) 80.6
17-CH, 0.88 (s) 24.8
18-CH, 0.93 (s) 27.0
19 3.39 (d, 10.9), 3.73 (d, 10.9) 65.6
20 0.86 (s) 15.4

1funnlu cbcl,

* Ansfauiurasdtynoulusiunudaneani
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AN5197 4-5 dayn 'H-NMR uaz °C-NMR 184813 20

AL metabolite (20)
'H-NMR “C-NMR
1 0.83 (td, 13.0, 4.0), 1.66 39.6
3 0.98 (dd, 13.4, 4.2), 2.17 (br d, 13.4) 37.8
7 3.29 (dd, 11.8, 4.0) 75.7
12 1.77 (m), 1.20 (m) 33.4
14 0.87 (br d, 2.4), 1.82 (br d, 2.4) 49.8
15 1.37.(m), 2.26 (dd, 13.8, 11.2) 32.9
16 3.82 (dd, 11.2, 4.0) 80.2
17-CH, 0.91 (s) 24.7
18-CH, 1.16 (s) 28.7
19 - 177.7
20 0.70 (s) 13.1
-OCH, 3.60 (s) 51.2

1funnlu CDCI,
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AN5197 4-6 Fiagyn 'H-NMR uaz "°C-NMR 18413 21

AL metabolite (21)
'H-NMR “C-NMR

1 0.93(m), 1.66 (m) 39.3
3 1.02(m), 1.78 (m) 35.6
6 3.51 (brs, W,,,= 8.55 Hz) 76.9
7 1.56 (), 1.74 (m) 27.6
12 1.16 (m), 1.76 (m) 33.5
14 1.31(m), 1.38 (m) 50.5
15 1.63 (m), 1.80 (m) 41.4
16 3.86 (dd, 10.6, 4.3) 80.1

17-CH, 0.92 (s) 25.0

18-CH, 0.95 (s) 26.8
19 3.41 (d, 10.9) , 3.73 (d, 10.9) 65.9
20 0.88 (s) 15.1

1funnlu CDCI,



AN5197 4-7 Fayn 'H-NMR uaz °C-NMR 18917 22

28

AL metabolite (22)
'H-NMR “C-NMR

1 0.73(td, 12.8, 3.3), 1.59 (m) 39.2
3 0.85 (m), 1.70° 35.5
7 3.12 (m) 75.7
12 1.13 (m), 1.70° 33.3
14 0.76 (m), 1.70° 50.1
15 1.31 (m), 2.11 (dd, 13.6, 11.3) 32.2
16 3.69 (dd, 11.3,4.7) 79.8

17-CH, 0.82 (s) 24.6

18-CH, 0.87 (s) 27.0
19 3.30 (d, 10.9), 3.59 (d, 10.9) 65.1
20 0.80 (s) 15.2

o =K

ifunnlu cDCI, + CD,0D 8 uein

* Annsdawiuvasdrynulusiunamhaaiy



AN5197 4-8 Fiayn 'H-NMR uaz °C-NMR 18917 23

29

AL metabolite (23)
'H-NMR “C-NMR

1 3.25 (br d, 5.5) 80.5
3 0.96 (td, 13.6, 4.0), 1.63° 33.2
7 3.31 (m, W, ,= 6.8 Hz) 76.4
12 1.06 (br d, 9.7), 1.63° 33.5
14 1.09 (m) , 1.22 (m) 50.5
15 1.45 (m), 1.63" (m) 41.1
16 3.67 (dd, 10.8, 4.2) 79.5

17-CH, 0.77 (s) 24.5

18-CH, 0.78 (s) 26.1
19 3.15(d, 11.1), 3.56 (d, 11.1) 64.3
20 0.80 (s) 10.5

1fuiinlu CDCI, + CD,0D 16 1aA

* Annsfewibaasdrynuluaunianeani



