3.2.7(12)

uAN@NABFYQ 1D aromatic proton MW ring A Falnnglusnvar AMX system
wazliwudtyaneaeny prenyl

naMYilansidaya 1D uaz 2D NMR #8915 3.2.7(19)  uazninms

1‘56.2.7[31]

= = ar IJAI ' =4
wWisufisuiugaya NMR Hilgseanu A1 Es 3.2.7(19) Aa phaseoltin

3.2.7(19)

16. Sophoradiol {3.2.7(20)]

a5 3.2.7(20) Jurawdedn 'H NMR stnaSuuaasdannwas tertiar
uey Y

methyl 8 v3jfi 0 0.77, 0.85, 0.89, 0.92, 0.95, 0.97, 1.02 wav 1.10 FYnNMWH

e ' @
carbinyl proton 2 Tusmpuiidunis 3 uaz 22 ﬂﬂng"luaﬂwmz doublet of doublet 17[l
< 0w
0 3.19 (J = 10.8, 4.8 Hz) uay triplet i O 3.41 (J = 5.2 Hz) MUSMGU  udx

at P E‘ o ’ L . 4
fYEUItMY DN olefinic proton NHIUWUY 12 ﬂs‘mg'luaﬂvmz triplet ¥ 0 5.23 (J =34
: v . .4
Hz) du EIMS aiUnasuudaaia molecular ion 1 m/z 442
mstudulanadeas 3.2.7(20) leanmsiwsed 1D usz 2D NMR

%3.2.7[32,33)
13

= @ Ld A ={ = r
uaz EMS  waznnmalSsuiisuiudeyenisanany NN

3.2.7(20) #8 sophoradiol
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3.2.7(13)

3.2.7(20) R4 = p—OH, R, =CH3

3.2.7(21) R4 = 0, R; = CH,OH

3.2.7(22) Ry = B-OH, R, = CH,0H
17. Melilotigenin C [3.2.7(21)]

7 3.2.7(21) Whwawutiadn 'H NMR sunaSuuaadyanomes teniary

methyl 7 vyfl O 0.86, 0.90, 0.976, 0.980, 1.02, 1.11 uas 1.26 Fnyanmas
. . ] ar \ -

carbinyl proton MFuvits 22 Usingludnues wiplet § O 3.43 (J = 5.2 Hz)

ar 1 ar 4
YN MYBIBY hydroxymethylene Utngludnwaiz doublet 2 7l O 3.46 (J = 11.2

J’U ar
Hz) t8¥ 3.96 (J = 11.2 Hz) uanNNUENWUFUQINADY olefinic proton fighumia
ar J o aF
12 Unngludnusme iplet 1 O 5.26 (J = 3.4 Hz) °C NMR alnaSuudasdnann

L] = lJ -] r J 1 ar ol .
apanyiaiuaiiandmumis 3 1 6 220.9 @ EIMS aulnaiuudaiia molecular ion
o
Y msz 456

PIMTIANLWABYS 1D war 2D NMR udx EIMS #ands 3.2.7(21) uas

12T gahes 3.2.7(21) @

mﬂmﬂ,ﬂsaumﬂunuwaua Hanuli
melilotigenin C

18. Soyasapogenol B [3.2.7(22)]

@17 3.2.7(22) dWurewdedrnn 'H uaz °C NMR swnasnussars 3.2.7
(22) waawATNNY 'H uaz "C NMR @ulnaiueasans 3.2.7(21) amﬁ'umnehq

a r dl L) A o " J
Aofuven 3 2as 3.2.7(22) Lﬂuwylﬂman%’a PULHIIUNINN 3 BDNENS
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3.2.7(14)

3.2.7(21) Wungeniuaiia  dw EIMS aunaiuudesiia molecular jon # msz
458
mnms";m‘mﬁﬂ’aua 1D uaz 2D NMR uaz EIMS 2a481s 3.2.7(22) uaz

Vd 2.7(33,35,36]

mﬂmitﬂsﬂumﬂmuwaua goeauli MM  3.2.7(22)  @e
soyasapogenol B

19. 5-Hydroxysophoranone [3.2.7(23)]

5 3.2.7(23) Whiswddvdasden 'H NMR awneduusesdyanndai

anwuzawWIzYe flavanone Ussnaumadeyanos doublet of doublet 1 ¥A289 H-2 i
8 5.27 (I = 13.0, 2.8 Hz) uasdnyaet doublet of doublet 80 2 ¥Auas H-3 # O
2.77 (14, T = 17.1, 2.8 Hz) uaz O 8.03 (1H,J = 17.1, 13.0 Hz) dayanowaq

. w . o
aromatic proton Tu ring A Waz B 1J51ng°luamsms singlet 2 YOV 3 5.99 (1H) uaz

o o ar d o ar ar '
7.03 (2H) sudeu anunwmdsly 'H NMR awnasufaduanuesimy

ar

Ic’ 3 1 IA{
prenyl 3 VYUKW C-8, c-3' uwaz C-5" uaxdy ﬁmﬂaqwulamﬁaﬂﬁa 3 vyn
@ 1 ar [} o A 1
Gy C-5, C-7 war C-4"  dyanoeeamylassandaiidhumia c-5 Ysinglu
[ . P [ o a ar v a a
anyeMs broad singlet Al O 12.00 Lﬂuwammnmimmwusz“l.a‘lmwunuwgmwaua

- wr " 1 [ 1 ¥ = AJ - - | r L
MSHUSUMUNUNTDINY  prenyl 3 wguazwg'lamaﬂﬁamwaaan 2 wg'l,ﬂmmﬂ
HMBC, NOESY uaz NOE difference aiun®su

o v -
mmmmﬁﬂaua 1D waz 2D NMR 784d17 3.2.7(23) uaznnmsidiau

o vs 2.7[38,39)

Wisufivdaya NMR - #ifgseauli Mmaas 3.2.7(23) fe 5-

hydroxysophoranone

3.2.7(23)
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3.2.7(15)

o o =4 o o o W 1 =
nnmaasuigns 10 wdefiusnldnndrduramsmathinnadgaugnd

g

¥ S ~ ar ar .J
AIUMIATEYUDILLY ﬂﬂt%ﬂllﬂiNU']ﬂ 16 d1EUNWUS Naﬂ’ﬁﬂ@lﬂa‘u\lﬂ LLa@\I.LUW‘\TNW

3.2.7 (8) WU erybraedin A [3.2.7(3)] Way erythrabyssin II {3.2.7(4)] du13n

L o =4 @ qul J
fUMIR3YLBLUATIGaIaWUS Strepococcus ladTignlatiia MIC 0.78-1.56 U

ar o = & = N - -
g/ml S MSUATANGNTTDINMIAD erystagallin A [3.2.7(5)] waz erycristagallin

d o ' o - v a
[3.2.7(11)] 294mM MIC 0.78-3.13 Ug/ml mumiﬂuqnémunﬁm'ifyﬂm

wueiGaaneWug Staphylococcus Fes1x@eanaugiaruet (MRSA uay VRSA) lad

figafaans 3.2.7(11) legdidy MIC 0.39-1.56 Mg/ml  &rusasasan@ndy
3.2.7(4) (MIC 0.78-3.13 [lg/ml) &3 3.2.7(3) (MIC 0.78-6.25 Llg/ml)

azas 3.2.7(5) (MIC 0.78-12.5 Llg/ml) uanmﬂi‘fﬁqwuﬁ erysubin F [3.2.7
(10)] %«Lﬂumsnzju isoflavone  HgnaMuMIWSaraLuaiiGas aWUG
Streptococcus Was  Staphylococcus ﬁgqwumﬁﬁwmaau‘lu‘izﬁudauﬁqﬂ GRFIGHY
flavanone 2 BHAlown glabrol [3.2.7(9)] uaz 5-hydroxysophoranone [3.2.7(23)]
LLazﬁ“l‘iﬂEi:J pterocarpan 3 % laun eryvarin E [3.2.7(6)], erythrabissin-1 [3.2.7
(7)] uar eryvarin D [3.2.7(8)] ﬁqnfﬁrﬁ‘mmiLﬁmﬂauwﬂﬁﬁ'aa‘mﬁuﬁ:
Streptococcus Wy Staphylococcus  wangshewugluszdusay  ztiuhasngy
pterocarpan ﬁm‘hmwmﬁauﬁgwumﬂ‘s:ﬂauﬁ"mm‘\ﬂaman?jaﬁmuwm C-3 Wy prenyl
figumis c-10 uazmylaasandaniavy methoxyl fidumis C-9 druaInau

. o o P 1T
flavanone W&z isoflavone fitnmagaulsznaudiavalansandandrumia C-7 use

C-4' uaswy prenyl fsumiia C-8 uar c-3" agluluans  Mnwamsadaugnd
ghumsisagsauaiiGausahensuanslulasadandnvasamsimagoy  (la
Ul pterocarpan, flavanone, isoflavone) MIMAjuMUATINAITIUMIIBIIWIURTUN
nnddydagnimumaasyeauaiice uanawﬂﬁﬁqwuiwaniﬂéu pterocarpan il

t 4 o ) < 3 < A o L
LLY prenyl NAILHIN C-2 W38 C-4 uos C-10 ﬁwy’lamaﬂmwmtmm C-3 uoax
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3.2.7(16)

PITIR. P o £ w o P
C-9  waz/vinfinylaasanBaiidnuviiy C-6a wRngNEMIUMIRSBRILUATIGH
or 2 1 C‘ 1 = iﬂl L3 1 > L]
Tumeassiugunuhmsunuivylaesandafidhumia C-9 @a18my methoxyl a0
& v o o = ] o 1 ] = ¥ =
gnieumanineaiwueiiie sdnlsfimawuaisngu flavanone Mifiviailanssnda
q: o ] . c: . a ﬂ' < d’ v E=%
fighumiy C-5 wazdivajunuilu ring B $nuinnainaztiuniaangnadumsiada
- ; 1 o ¢ o -:I L4 LI - { g
yanuafiGeiuagivamewudeswuaiiGeilinesavintiunewug  Sweptococcus
V30 Staphylococcus MN&IAU & WMTUMS 3.2.7(3), 3.2.7(4), 3.2.7(5), 3.2.7
¥ = ‘£‘
(7), 3.2.7(10), 3.2.7(11) uax 3.2.7(19) lawsigssnunmagaugniim

9.2.7(2-4,40-43)

o ol ar o= L (d‘ 5 1 =l
ﬂ'liLiﬁfU'llENLLUﬂﬁLiﬂﬂULLUﬂﬂL‘iEIﬂ']EIWH‘QE]u | LI,(!’IENIN LAEHIIBIIUNT

ar a o 2. LJ
nadauiuuuaiie 16 aawuglumsidl 3.2.7 (8)  Sato uazams™ " lgmenu

L3

4 . &£ o o = v r
1 erycristagallin  [3.2.7(11)] HgynaaumsiasaraiwuafiBefinandaaewug

K] 1

. - . , '
mutans streptococci, oral streptococci 847, Actinomyces Wa¥ Lactobacillus Taaiian

o = £ o = =
MIC 1.56-6.25 |lg/ml A1 NEMUNISIASEILUANLISETBININAD

3.2.7(43)

erystagallin A [3.2.7(5)] (MIC 3.13-12.5 [lg/ml) veuedi Tanaka uasAoiy
wu:hm'iﬁﬂqn‘é@?’num'm%cuuﬂaquuaﬁﬁﬂmﬂﬁ’uﬁ: MRSA lﬁfﬁﬁqﬂﬁams 3.2.7
(11) (MIC 3.13-6.25 [g/ml)

NnuamMInadauineuazulan erybracdin A [3.2.7(3)], erythrabyssin 1I
[3.2.7(4)1, erystagallin A [3.2.7(5)] Wa¥ erycristagallin [3.2.7(11)] anvazhld
dumnsumsnigeewuaidasmsmneiuglesawmzmeiugivhusn  MRSA
uar VRSA la msw:zmmshf'fuamqn%fﬁ"mmsm‘%mﬂamuwﬁﬁwmamﬂﬁuﬁ’lu
szaudnenljiue 2 wieds Vancomycin WaY oxacillin  uanMATiFawuIET
3.2.7(11) ﬁqnéﬁmmmﬁmwaqnmﬂﬁﬁ‘amaﬁuﬁ: VRSA wavuaiildnasevldad
4n (MIC 0.39-1.56 Lg/ml) 1 qfiufihuz 2 wiiadldnaseuliuangnid

MIRS2BuUATISHTERUS VRSA
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3.2.7(17)

"pafuBtalalul aq AeW UWIN[O2 [EDTMaA SIMES Ul SJUSUUFISsy

5188 58L€ SLYE SQL'E SNO-6

S9LT §L9'T 5191 s .91 SESL S ELT sgLtL .8

s 881 £98°1 SILT S8l SELL +SBL1 $64°T ¥
(e'L)1Leg (6'9)1¢ee'¢ (L) 1418 (g'L)yrees (g'L)181'S (87 L)1Les (GHARE T4 .2
(e'L)ypaoe (6'8) P o9E (oLypege (g'L)pioe (z'L)pvee (erL)ypise (orL)pees .1
SRL'T saL1 saL1 £ 0921 $ILT R
SELT sRLT $9L'T W$ELLT S6LT ¥
(err)raee ' (grL)reee (gL} 08¢ (g'9) o8¢ (oL)izgs K
(erLypige (gL)piee (e'L)piee (8'9) P geE (o'L) peee .1
$12'C 518°¢ (9'9) P E¥'S ) (L'9) po¥g el

(1'8)pPsL9 (¥'8)PEg9 (e'3) P 9¥'9 (¥'2) pEge (£'8) p9¥'9 (o'g) pesy (o'g) P ge9 8
(i) P10°L (¥'8) P90'L (e'g) POL'L (FrR) P LOL (eg)pirL (0'8) P E6' (08) Pee's L
wLye w e vg
(e pLiy (1) pory (6'F ‘6°0T1) PP BT’V (0'S ‘6°01) PP L'V

58¥'C f 08¢ (o'11) PY6E s 6b'¢ (e'11) P ¥6E (6°01) aMU-1 L5E (6°01) Y- 85°¢ 9
S1¥'9 (r1)P1¥9 (z'2)peeo sov9 sge9 s6e9 ¥
(9°1°2°'8) PP ¥¥'9 (g2 'es) PP Ese (ra)pwse 4

SET°L (z8)peeiL (e8) P ¥EL 5 08L $13°L SegL (#'8) P LE'L I
(rnuee (s)rze (LILee (9)rz¢ (s)Lze (F)Lee (e)Lee H

(ZHW 007) “1DaD 1}, (TT)L°3°¢ 38M (8)L°3°€-(£)L''E LLELER WAN H, bfteg (1)L°3's ULy
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3.2.7(18)

4 L3
a1519% 3.2.7(2) daya *°C NMR 929a15 3.2.7(3)-3.2.7(8) uax 3.2.7(11) lu cDCl, (100 MHz)

C | 3.27(3) | 3.2.7(4) | 3.2.7(5) | 3.2.7(6) | 3.2.7(7) | 3.2.7(8) | 3.2.7(11)
1 129.3 132.0 132.0 121.4 132.3 121.3 121.3
9 109.6 121.0 121.6 119.8 110.2 108.4 119.9
3 155.5 155.7 155.6 155.2 157.0 156.9 155.3
4 115.1 103.9 103.81 104.1 103.6 103.8 104.2
4a 153.9 155.1 154.0 153.5 155.6 155.1 153.4
6 66.8 66.6 69.6 65.5 69.5 65.7 65.5
6a 39.9 40.1 77.0 105.8 76.9 105.7 106.2
6b 118.8 118.8 120.5 119.8 120.4 119.6 111.2
7 122.2 122.3 120.7 115.2 120.7 115.3 115.9
8 108.0 108.2 103.85 107.8 103.9 107.9 112.5
9 155.6 155.9 159.8 154.8 159.8 154.8 151.9
10 110.4 110.3 113.6 114.4 113.7 114.4 119.2
10a 158.4 158.5 158.5 154.7 158.5 154.8 154.5
11a 78.8 78.3 84.3 147.4 84.2 147.2 147.2
11b 112.6 112.5 112.5 109.9 112.8 110.0 109.8
1’ 22.3 29.2 29.1 29.0 29.1
2’ 121.8 121.9 121.8 121.9 122.0
3’ 134.0 134.8 134.8 134.9 134.7
4 17.8 17.85* 17.9 17.9 17.91*
5 25.7 25.8 25.79* 25.8 25.8
1 23.1 23.2 22.5 22.9 22.5 22.9 23.1
2" 121.5 121.4 122.0 122.0 121.9 121.9 121.1
3" 134.7 135.1 131.7 131.9 131.7 132.0 135.1
4" 17.8 17.88* 17.7 17.7 17.7 17.8 17.89*
5 25.7 25.77 25.76* 25.8 25.7 25.8 25.8
OMe 55.9 56.7 55.9 56.7

* Assignments in same vertical column may be interchanged.
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3.2.7(19)
msNA 3.2.7(3) fays "H-(400 MHz) uaz *C-(100 MHz) NMR #9815 3.2.7(9) uax 3.2.7(10)

T cocy,
3.2.7(9) 3.2.7(10)
position 'H e 'H Pe
2 5.35 dd (13.2, 2.8) 7 79.5 7.96 5 152.5
3 2.79 dd (16.8,.2.6) 44.0 124.6
2.99 dd (16.8,13.2)

4 192.0 177.0
5 7.72 d (8.6) 126.5 ~ 8.00d(8.8) 125.2
6 6.51 d (8.6) 110.5 6.87 d (8.8) 114.9
7 161.5 159.2
8 114.6 114.7
9 160.9 155.6
10 114.9 118.1
1’ 131.1 123.9
9’ 7.17 d (1.6) 127.9 7.25 d (1.8) 130.7
3 154.6 127.2
4! 127.2 154.6
5 6.82 d (8.8) 115.8 6.81 4 (8.1) 115.8
8 7.18 dd (8.8, 1.6) 125.4 7.21 dd (8.1, 1.8) 128.2
1" 3.36 d (7.9) 22.2 3.57 d (7.0) 22.1
9" 5.23 ¢ (7.9) 121.1 5.25 t (7.0) 120.7
3" 135.1* 134.7
4" 1.71 s* 25.78* 1.83¢ 18.0
5" 1.76 s* 17.¢ 1.72 5 25.8
' 3.394(7.7) 29.7 3.34 d (7.1) 29.6.
! 5.31t(7.7) 121.4 5.30 ¢ (7.1) 121.8
3’ 7 135.0% 134.5
4’ 1.71 s* 25.76* 1.74s 17.9
5" 1.76 s* 17.9 1.72s 25.8
OH 5.48 brs, 6,35 brs

* Assignments in same vertical column may be interchanged.
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3.2.7(20)

M5 3.2.7(4) d8ya 'H NMR 289@15 3.2.7(14), 3.2.7(15) uaz 3.2.7(20)-3.2.7(22) (400 MHz)

H 3.2.7(14)" 3.2.7(15)" 3.2.7(20)" 3.2.7(21)" 3.2.7(22)°
3 3.17 dd (11.2, 4.8) 3.19m 3.19 dd (10.8, 4.8) 3.35m
12 5.23 1 (3.4) 5.26  (3.4) 5.19 brs
18 0.95s
19 0.12 d (3.8)

0.36 d (3.8)
21 0.88 d (4.4)
22 3.41 1 (5.2) 3.431(5.2) 3.38 m
23 0.955 0.97 5 1.26 s 1.18 s
24 0.74 s 0.77 s 3.46 d (11.2) 3.28d(11.2)

3.96d (11.2) 4.15d (11.2)
25 0.81s 0.92s 0.980 s 0.855s
26 1.01s 1.01 d (6.8)° 0.95 s 0.976 5 0.89 s
27 0.92 s 1.00 d (6.8)° 1.10 s 1.11s 1.06 s
28 0.76 s 0.87s 0.85 s 0.86 s 0.81s
29 | 4.54 brs, 4.66 brs 0.96 d (6.8) 0.89 5 1.02s 0.86 s
30 1.66 s 1.02 s° 0.90 s 0.98 s
31 4.64 brs, 4.69
brs

* Spectra recorded in CDCl,.

bSpemrum recorded in CDCIL, + two drops of CD,0D.

¢ Assignments in same vertical column may be interchanged.
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3.2.7(21)
MR 3.2.7(5) #ioaa "C NMR #8483 3.2.7(14), 3.2.7(15) uaz 3.2.7(20)-3.2.7(22) (100 MHz)

C 3.2.7(14)" 3.2.7(15)" 3.2.7(20)" 3.2.7(21)" 3.2.7(22)"
1 38.8 30.8 38.6 38.9 38.3
2 27.5 34.8 27.2 34.4 25.8
3 79.0 76.6 79.0 220.9 80.5
4 38.9 44.6 38.8 51.3 42.5
5 55.4 43.4 55.2 56.0 55.8
6 18.4 24.7 18.3 19.4 18.3
7 34.4 28.1 32.77 = 32.70 33.0
8 41.0 46.8 39.7 39.7 39.6
9 50.6 23.6 47.6 46.6 47.6
10 37.2 29.6 36.9 36.5 37.3
11 21.0 25.2 23.5 24.0 23.6
12 25.3 35.4 122.5 122.3 122.3
13 38.2 45.4 143.9 144.0 143.8
14 42.8 48.9 42.1 42.4 42.0
15 27.5 32.9 25.9 25.9 28.19
16 35.7 27.0 28.2° 28.4 27.3
17 43.0 52.2 37.4 37.5 36.6
18 48.4 17.8 44.7 45.1 44.7
19 48.0 27.2 46.1 46.3 46.0
20 150.9 36.1 30.5 30.6 30.4
21 29.7 18.4 41.4 41.7 41.2
22 40.0 35.1 76.6 77.0 76.4
23 28.0 31.4 28.1° 22.2 22.3
24 15.3 156.9 15.8 65.9 64.4
25 16.1 33.9 15.6 16.3 16,1
26 16.0 22.0° 16.9 16.8 16.8
27 14.6 21.9° 25.4 25.2 25.2
28 18.0 19.1 20.0 20.0 19.8
29 109.3 14.4 32.84 32.65 32.5
30 19.3 28.2° 28.3 28.15
31 106.0

" Spectra recorded in CDCL,.
I'Spectrl.ll't') recorded in CDCl, + two drops of CD,0D.

" Assignments in same vertical column may be interchanged.
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3.2.7(22)

a9 3.2.7(6) doya 'H-(400 MHz) udr 'C-(100 MHz) NMR 284@5 3.2.7(16) waz 3.2.7(19) Tu
€Dl
3.2.7(186) 3.2.7(19)
position H e 'H e
1 7.28 d (8.4) 129.2 7.39d (8.4) 132.3
2 6.55 d (8.4) 109.6 6.54 dd (8.4, 2.4) 109.7
3 155.7 157.1
4 115.0 6.40 4 (2.4) 103.6
4a 154.0 156.7
6 3.56 r-like (11.0} 66.7 3.58 t-like (10.8) 66.6
4.25 dd (11.0, 4.8) 4.21 dd (10.8, 5.2)
6a 3.46 m 39.9 3.47m 39.7
éb 119.4 119.0
7 6.93 d (7.8) 123.7 6.93 d (8.0) 123.8
8 6.32 d (7.8) 108.3 6.32 d (8.0) 108.6
9 153.6 153.7
10 106.1 106.2
10a 155.4 155.4
11a 5.48 d (6.8) 79.4 5.47 d (6.4) 78.7
11b 112.3 112.6
1’ 3.38d (6.8) 22.4
9 5.19 1 (6.8) 121.6
a' 134.6
4 1.71s 25.8
5’ 1.78 s 17.8
1" 6.49 d (10.0) 116.4 6.49 d (9.8) 116.5
P 5.55d (10.0) 129.4 5,56 d (9.8) 129.6
3" 76.1 76.1
4" 1.37 s* 27.9 1.38 5* 27.7+
5" 1.41 s* 27.9 1.41 s* 27.8*
OH 5.36 s 5.14 s

* Assignments in same vertical column may be interchanged.
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3.2.7(23)

TN 3.2.7(7) Taya 'H-(400 MHz) uas *C-(100 MHz) NMR waaas 3.2.7(23) lu cpay,

3.2.7(23)
positien 'H Yc
2 5.27 dd (13.0, 2.8) 79.0
3 2.77 dd (17.1, 2.8) 43.2
3.03 dd (17.1,13.0)
4 196.7
5 163.6
6 5.99 s - 96.7
7 159.9
8 106.2
8 162.2
10 103.0
1 130.3
o 7.03 s 125.7
5 127.4
N 153.0
5 127.4
Y 7.08s 125.7
1" 3.28 d (6.8) 21.8
9" 5.20 t (6.8) 121.60°
5" 134.74°
4" 1.75 s 25.8
5" 1.75 s 17.82°
TN 3.35d (7.2) 29.7
't g 5.30 £ (7.2) 121.67
3", 3" 134.79"
ALY 1.70 s 25.8
_5'", 5" 1.75 5 17.86°
5-0H 12.00 br s
7-0OH 7 6.25 brs
B 4 -OH 5.48 brs

LB, - . . N .
" Assignments in same vertical column may be interchanged.
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968< 96¢< 0g< 9¢°1 0s ge'9 gre g¢'9 0% gzl 9¢8'1 Sg'9 Y2902 VSYA sname °g
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3.2.7(25)

i’aﬁ;uaﬁ%mi

o o 1 > 4 L s L%
mdeurasnaavanthumfiuaandoauin (1 kg) nanamatanoulaaly
A9 v v . o o vy w
Soxhlet p3EsazateRlauaNhlUssveaIdhazaizeanladiuanaEnizy (9.9
g) dmiumaiiivdedianemelanaalsiimunazmusamuasu  ladudinle
AaBlsinu (14.5 g) uasduanaumuas
(n) @vanaLanLEy
duanaanau (9.8 g) nuenlagldaadnilaninlannilldfigatuiugam
@ = = . W g =
@a ez GunnEansy aaslsiadu warwmuas legwuUSinaraeaninacatan
qz ] .-.4';’ J 1 9 1 - L ]
fitnnonhawSas ) nwngule 11 ngu Banngu H,, H, uay H,, ausn@sealy
1 I o as o [~
ngu H, (646.8 mg) \Uunauioaninduaaalswasn nsauawasuds (110.7
mg) 88w winhuvieedamilasinlansfllealdddnuea waslddoe
aaplawadu-anu 7:93 suld 11 ngu thwwizngutas H, smhmausnansee
Tu
ngusing H,, ldoaeudadon (25.2 mg) 289@150§u ferulic acid ester [3.2.7
(1)]; EIMS: m~/z (rel. int.) 586 (M', 21), 558 (M, 11), 194 (83), 177 (62);

L

AR
4a3e 'H NMR uaz ' 'C NMR aanadaenuiidgsenuli*> ™"
L r J ar
agu H, (2.0 ) Junguilaniniuimusa-naslswasu 0.5:99.5 & 1:99
=4 W a = o ¥ o4
aspazaauieaan  wanhluanwdniuraalswasu-wmuaa  lendndunuasans
NENITWIN B-sitosterol WAL stigmasterol [3.2.7(2)] (450.2 mg) naguiulase
¥ = a" ar L] =i = or q‘
#5920481589101len 'H NMR silnasuuazannmein TLC w3guigunuasi
L - Y :‘j
LRBLEn lannNssia Y
du filrate (1.3 g) fildnndu H, hanhesdunilasintannillaaldddnuas
THarnzFunnenisariea-@ny  8:92 dahisssdee lagiudSinaaemnm

4
ar

:} ! ; 4 1 kd \J ] 1
avangifignnnnhawEasq smnguld 15 ngu danawznguties H,, uax H

T.4

WLeNa1Tea L
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3.2.7(26)

nautian H,, (575.7 mg) tfjunq’uﬁaanmﬁ’maﬁaa:-ﬁmm—Lamﬁu 9:91 @
13:87 immnesdnilannlanniid 2 afileslddanmua afiusnldvnsafion:
Fiea-1anizu 5:95 B1 15:85 asnaedldmesefiaesiioa-w@nou 6:94 TINgN
16 7 ngu (Fanawngudes H, , , uaz H, ;, Iuanasaalil

ngueias H, , , IWuaauiadenn (10.5 mg) #adsuansznig stigmast-4-en-3-

one [3.2.7(12)] W8 stigmasta-4,22-dien-3-one [3.2.7(13)]; 'H NMR (CDCL,):

8 0.6-1.2 (6 X CH,), 5.70 (1H, br s, ~-COCH=C), 5.13 (less than 1H, dd, J =

15.1, 8.4 Hz, -**CH=CH-), 5.00 (less than 1H, dd, J = 15.1, 8.6 Hz, -CH=""CH~

); C NMR (CDCL,): & 199.3 (C-3), 123.7 (C-4), 171.3 (C-5), 138.0 (C-
922), 129.6 (C-23); EIMS: m/z (rel. int.) 412 (M’, 5), 410 (M', 20) , 271

(26), 229 (60), 124 (100).

nausian H, , . (155.0 mg) ihaheadunilesinlonnillasldddnies Taee

%

azdlou-enigy 7:93 unguld 5 ndn Banawenguess H,,,, usz H,, ., 1

ugnansealy

nauean H,, . (33.7 mg) ianhesdmilasinlanslleslddadmms Tdane

4

whaazBioa-anigu 5:95 Twunguld 7 ngw  Eenmwingudas H,,,,, uss

H,,,,, ¥uansmsaall

1 T

nausdne H Wopaudada (5.7 mg) 289 lupeol [3.2.7(14)] mstugiy

7.3.6.3.1

W« 3 o a‘ b - o d’ ol
Taseasnlaanmavn TLC wWSsusutussnesusnlonnisziedy  §wsu 'H

wat °C NMR 295 3.2.7(14) sauaaclumsd 3.2.7(4) uaz 3.2.7(5) oy
fau

naueing H,, o, TWoeauiadun (9.1 mg) 289 cycloeucalenol [3.2.7(15)];
EIMS: m/z (rel. int.) 426 (M, 4), 411 (14), 408 (25), 393 (33), 383 (8),
353 (8), 301 (7); 'H udr '°C NMR 289ah5 3.2.7(15) aeuaasluensed 3.2.7

(4) uaz 3.2.7(5) Mudau
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3.2.7(27)

t 1

nangias H_ .. (23.0 mg) hnmheedanilasinlannWlealddamaa ldese

fiepsdon-1anizu 10:90 wagale 11 ngn Fanmwizngutas H an

7.3.6.5.4

wanasea bl

nautiag H, ., Tl (2.1 mg) 284 erybraedin B [3.2.7(16)] 'H uaz
BC NMR 289615 3.2.7(16) sausaslumaad 3.2.7(6)

nausiag H,, (222.7 mg) dunduilsannfuiaficostan-anu 15:85 9
16:84  thinveednilasinlannitdranasilealdddnmes  Tddmemmuna-

1 1

panlaviadu 0.2:99.8 vwnauld 14 ngn Eanwmwiznguday H,,, susnaisea
I3

ngusias H, , , Weawdsdung (8 mg) 184 erybraedin A [3.2.7(3)] 'H uar °C
NMR daudaalusmsi? 3.2.7(1) uas 3.2.7(2) mudeu

nFALH,, (3.8 g) Wunduilaaninfuimuas-asslswadu 5:95 1 30:70
amhaediilasinlannithinealaaldddniee warlddmedunnanmy axdlou
uaziuaa TesdfinUSinamasinnazmefifinnoniiudes ) ounduld 19
nau (@anwnsngueas H,y,, H,,, H,,, U8 H,,, iuanmsdaly

r L] 4 ar L] a
nausiag H,, . (370.2 mg) Lﬂunquﬂaanmnuaz‘iﬂmu-Lanvzm 22:78 WM
ar = :’ = 3 oy o 3 L o~ =1
pasmilasinians W5 dn 2 asalaaldddnwa asausnldmzsafioasding - 1 onu
3 J v oar I 9 1 =5 1
20:80 aNhgasldiazasdlou-ansu 15:85 sunguld 4 ngy Banmwizngy
don H,, ., dugnasea

aguean H,,, WMossudadunn (7.8 mg) wasaswanszwin 34-
hydroxystigmast-5-en-7-one (3.2.7(17)] wds 3p-hydroxystigmasta-5,22-dien~
7-one [3.2.7(18)]; 'H NMR (CDCL,): O 0.6-1.3 (6 X CH,), 3.65 (1H, m, -CH
(OH)-), 5.67 (1H, br s, C=CHCO-), 5.15 (less than 1H, dd, J = 15.1, 8.4 Hz, -
*CH=CH-), 5.00 (less than 1H, dd, J = 15.1, 8.6 Hz, -CH=""CH-); '°C NMR

(CDCL): O 70.5 (C-3), 165.1 (C-5), 126.1 (C-6), 202.3 (C-7), 138.1 (C-
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3.2.7(28)

22), 129.5 (C-23); FIMS: m/z (rel. int.) 428 (M’, 30), 426 (M’, 18) , 287

(40), 269 (25), 192 (100).

o a N s
ngusias H,,, (547.9 mg) \JungunasnmnivazBlau-aniau 24:76 1hami

aeandlasinland 2 easalaglddanias  aSausnlEaBLENINAanls WA
2 o . a2 LY d
wmuaa-aaalsWwasn 5:95 lesuindSnamasdhazaneiidirnnnhniuGes o
3 d WV ar = = 1 ¥ L] L]
anfisaldmazafinasfian-wanioy 20:80 Tunguls 11 ngu  @anawisngx

tiot H,, ,, udz H, ., ¥uengrsaaty

nauea H

i toss (33.1 mg) thanheadmilasinlannWleslddanuas Ideme

whaarBiee-1nu 10:90 mnguld 9 ngn Fenwwizngudey H WIEN

10.6.2.5

Msas bl

nguas H,,,,, Weasuisdivdasdau (6.6 mg) %84 5-hydroxysophoranone

[3.2.7(23)] 'H uaz °C NMR #93815 3.2.7(23) sauaasluasni 3.2.7(7)

ngusan H ., (37.9 mg) wnmhesdmilasanlannillad1d8dnmea dan:

K]

ofiaasBan-1aniu 10:90 53Wngule 6 ngy  Hanwwizngutay H nuen

10.6.3.3

el

ngusias H,,, ,, Thiniula (3.0 mg) 2849 phaseollin [3.2.7(19)] 'H uaz c
NMR 289815 3.2.7(19) dauaaslusisiei 3.2.7(6)

nautinn H,  , (808.5 mg) Lﬂuna:uﬁaanmﬁ’uaz’ﬂmu—mﬂmu 26:74 WM
pamnilannlanniidrdnadilagldginee  I8dmvasalswaduivamuaa-
aaalaviasu 20:80 wnguld 14 ngn @snwwizngugas H,,,, uas Hy,,,, o
uanansealu

Rudan H,,, dunguilaaninfuumusa-ssalswasn 0.5:99.5 Tiwaui
5217 (6.8 mg) Y84 erythrabyssin IT [3.2.7(4)] 'H uaz "°C NMR dauaanlumsnil

3.2.7(1) uaz 3.2.7(2) MNGU

183



3.2.7(29)

1 s.l ar o
ngusay Hy,,,, (146.3 mg) Wunduiisaniniumuaa-saalsvasy 3:97

E]

° ° ar o ¥ oo & [N & ar = -
Thanmeaduidlasnleannimdnaseleslddanias  douviafiaasdne-1anisuy

30:70 TUNGNLA 6 ngu (Eanwwzngutas H,,,,, , dusnasasly

' 1 i

nausas H,, ,, Wiula (12.4 mg) va9 erystagallin A [3.2.7(5)] 'H

da o i o
uaz °C NMR 289&15 3.2.7(5) uasansiliedulvifa eryvarin E [3.2.7(6)] a4

o o w
waae lUen NN 3.2.7(1) uaz 3.2.7(2) auaeu

1 1

L] d ar a L)
ngueian H , (252.6 mg) unguilsanmnivesElau-tanwu 30:70

k]

o yd g Vo, o W ar
aaauilasinlann Wb dnasalasldadmias  ldorzmusa-aaalswasy 2:98

sangule 12 ngu @enawizngudas H,o, ,, susnasaa

r ]

nausias H,,,  Iwisiula (11.7 mg) 289 erythrabissin-1 [3.2.7(7)] 'H uav

L]

AJ =, ; bt N s
BC NMR 295 3.2.7(7) uazensifindulvifia eryvarin D [3.2.7(8)] fauaaa
- . W
Tumsnn 3.2.7(1) uay 3.2.7(2) Muaey
(1) drudnalnasalsfimu
dmaialaasalsiinu (14.5 g) nusnlasldeadmilasinlannilldige
ar I oo o ar n' '3 q' -y LT
guiugdmiaa TdaszSunneaalsady wavimuea TaainUSinawasdin
Aad v & 4 ] [ ' o ] '
aranefiznnAhiuGas ) Hunduld 8 ndn Banawnzngs C, Muenssaall
) [ r cl wr o B °
RN C, (11.6 g) \Wunguiiaanniuwmusa-aaslswasy 3:97 thamh
aaaanilasinlannllesldddnmea  TdmszSueunnestlau-anwu 5:95 taavd
A' 3 Qr a ul'qg ) J‘ d’ ] W 1 o
Tou Temwul3mnamassnacmefiiznnnnautesq vunaeld 13 ngu b
NANEBY C, 1y Cyap Cygy Cyp UBE Cyy, WWNIMIUBNEITAB
¥ v & r n} s LY =
ngurag C,, Wunguissninduasdlou-anmy 20:80 ldvasudedunivsns
* . . o, J ¥
HANITHWIN F-sitosterol WAz stigmasterol [3.2.7(2)] (28.1 mg) Asriintinsunle
PNFIUFNILEN LU

1 ]

vod w e = o
nRusng C,, (354.1 mg) (HunguieeninfuazBlou-ianu 25:75 hanh

q

apamilasinlonsWddn 2 esqlealdddmiaa  aausnlaaveasdlau-Lany
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3.2.7(30)

1 i‘.’l ql L3 ot ’ b ] o ] 1
20:80 iunnndadldpaslawatudiudnge Munguld 5 ndu  dawzngudae

C,., ¥whmsuanasaall

naugan C, ., Tiwaaudiadand (11.8 mg) 289 sophoradiol [3.2.7(20)]; EIMS:

m/z (rel. int.) 442 (M, 2), 427 (1), 424 (1), 409 (2), 234 (100); 'H uaz °C

9 = Y
NMR 2129805 3.2.7(20) sandasluamaai 3.2.7(4) uay 3.2.7(5) muaiau

1 v A af L) o
ndudan C,, (1.9 g) unguneaniniuesBlau-tsngu 27:73  thanyh

apaulasinlansitdnasaleslsddanima uasldarusesdlou-tantoy  22:78

wngule 14 ngu tawengnges C,,, Mvhmausnmsealy

v 1

v o o o
nausiag C, . . (93.4 mg) Lﬂunquﬂaaﬂmﬂuaz‘zﬂmu-tamﬁu 22:78 WM

asantlasanlansWt dnasalaalddanias wazldarvzafiaacdinn- laaaslsiiny

20:80 Fwngule 5 ngu M@wWIzNgNER C,, ,, UBE C,, . NWINSUENEIAE

8

nausing C,, ., 1Wupudedan (2.0 mg) 289 melilotigenin C [3.2.7(21)];

EIMS: m/z (rel. int.) 456 (M, 1), 426 (2), 411 (1), 234 (100); 'H uaz “’C

L d o Qr
NMR #8815 3.2.7(21) daudaaluensan 3.2.7(4) way 3.2.7(5) mudnu

nauenn C, . Twuasudiadun (13.2 mg) a4 soyasapogenol B [3.2.7(22)];
EIMS: m/z (rel. int.) 458 (M", 1), 440 (1), 425 (1), 407 (2), 234 (100); 'H
udz °C NMR 2898h5 3.2.7(22) sauaasluesid 3.2.7(4) wes 3.2.7(5) o
fau

1od o o o
ngusag C,, (1.48 g) (Wunguiisanmnfuasdlau-wanwy 30:70 vhunh

paandlasinlansienlaalszamiaa lamgeSusunnianassdnn-1anwy 30:70

=, n' [ W o Jd g 1 J A‘J
fazdien wasmuaa losindSinaeasmyhssaeftizonnahiuGes g
ngula 15 ngn WwwEnguEas C,,, wdz C,,, NMIMIUEnTIealU

v o w o o a
nauune C, , (471.6 mg) Jungueaninfiuiefiaasioa-anwu 31:69 1h

wheeduilasuntennlesldddamea Idansiwmuaa-aaaliasn 2:98 7w

naule 8 ngu Mmwzndutan C,, , , Wat Cy,, , NMIMIuanaseall
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3.2.7(31)

NHNERE C

o o ar = ;nv 3 few, =x
| boss (91.2 mg) ianassmilasinlonniddnalealaddnmua

TdipziafascBinn-ansuy 30:70 TNnguls 8 ngn thawiznguess C,,,,, 3

ymsuanaysealy

nauring C,,,,. Wwihduld (5.4 mg) 29 glabrol [3.2.7(9)] 'H waz “C

ar 4
NMR 284a15 3.2.7(9) Muaadlumani 3.2.7(3)

1 r

nguean C,, ., Wniula (27.7 mg) uaverythrabissin-1 [3.2.7(7)] @15%iia

trananlemndiuanagniou

r 4 s oy o
ngusan C,, . (111.5 mg) WungufinananfuehisazFiee-aniu 34:66 1h

9

ar :’ =l ﬂ‘-: fe, = ar oy -
nmaaasilasinlenmidnasilesladanmies 150rzioRsssdon-1any 3:97

Tngule 4 nau dhawsngugas C,, ., Nmhmsusnaseaaly

ngutian C,, ., Thiduld (8.3 mg) ¥89 erysubin F [3.2.7(10)] 'H uaz °C
NMR dauanalumsnit 3.2.7(3)

1 1 1 A o o a
nautnn C,,, (867.0 mg) Wunguiaaninfuasdlau-lanwu 40:60 Wnmh

9

aaaudlasnlonWllegldddmea wasldmzsziahansfion-anBu 25:75 5Iu

r 1

ngule 17 nau hiawiznaudas C,,, . ahmauensieall

naueat C, ., (206.7 mg) Wumhaadmilasinlansiédnasilaslddanm

wa lddmzardlou-wnmu 30:70 saunguld 10 nwn hwmwizngudes C, , .,

Ynmsuenases

nauing C,, ... WoouidEindodau (7.1 mg) 204 erycristagallin [3.2.7

1

o o o B
(11)] 'H uaz ’C NMR aquaaaluamsnm 3.2.7(1) uag 3.2.7(2) mudidu

£ v =t ot
(A) NMINATIUYNEAHUUANLIY
£ - o v i . i 4 o o

managsugnasuuuati3eld disc diffusion method WdaulasmnniBuag
Baver wazanes’ " AmhwueiiSsnaznesauinwizluamsideadasila Brain
o . o @ & .
Heart Infusion Broth figoumndl 37 svenwadted Wuna 24 il wdninh
. L J ar oA - v l ) oA
wuafiSefviwnzlaniiuansgun 660 nluwaes waldldanuguifisunhiu
1 J o 1o o = 1]
ATIEUEEY McFarland was 0.5 BafisunhiuhuuuuaiGe 10°-10° wadas

& e L -] a = = =] ol v - A!v 4:!
HAANS LLﬁ?ﬂﬁHWLLUﬂﬂlﬁﬂﬂtﬂiﬂulﬂ 0.1 uaaamﬂﬂwazamummww:mammms
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3.2.7(32)

\AeHianile Mueller Hinton Agar wdmhnhududadune 0.6 Jadwas HHas
anaeMNENTUI ) B9azaingis DMSO (Dimethyl sulfoxide) (t383Na2 2 1M
muddu) s 10 lulasdesnauiiuiifivueideriiose g daialid 37
aeFaded 1y 16-18 Falue  lumsnadauiild DMSO (1 negative control Ua
Tofen vancomycin Waz oxacillin (E-test, AB Biodisk, Sweden) (i positive control
\odugamsusmwie1wia inhibition zone dwiundarmINadaUII 2 1
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Tasamiawiaeh 3.2.8: eanauida (Chromolaena odorata)
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a1y wasumsnimsdnwiulee  Jeaulanssdnwaudsznaunewniitesnanya iy

%A

3. inguszaedzaslasinia
o ' P
1) ihamaudsznaunNipiuateanauda
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2) Wanadaugnameiimwssasiuanle
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4. HAaTIRENINEIY DY

HmpfiafildfigAnmansznoumaniifuings  dnluuasmduiinsuiinominiy
NANTHUNE Y AIWINARYIDHA" triterpenes > Wanliuasa>**" Hmsunsnyes
=1 oy g Veod 8 :’ ar -
WﬁﬁumulmuQﬁnmu‘mwamzmﬂ WU bornyl acetate, 3-cubebene, ot-pinene oz P-
caryophyllene®*™*  (Jushusenauvan  wulviiugaiinsalusit  myristic, paimitic,
linoleic &% linolenic WhuaedUsznaL*** wazwu pyrrolizidine alkaloids @& 7- uaz 9-

3.2.8123]

angeloylretronecine, intermedine, rinderine tlax 3'-acetylrinderine
HaNIMIGUazanUI B

o LS a o a
ﬂ'ﬁwgﬁlumﬂﬁﬂ‘lﬂmﬂﬂ\lﬂEnT’]uEl'Elﬂ

iheansudanafamany aaslsWwasiuasumuess nntuasalsvasy 14
wanWalusedaanin 6 BUNAD isosakuranctin [3.2.8(1)], persicogenin [3.2.8(2)],
5,6,7,4"-tetramethoxyflavanone [3.2.8(3)], 4’-hydroxy->5,6,7-trimethoxyflavanone
[3.2.8(4)], 2’-hydroxy-4,4’,5’,6 -tetramethoxychalcone [3.2.8(5)] uar 4,2’-
dihydroxy-4°,5°,6’~trimethoxychalcone [3.2.8(6)] '«mﬁxummuaa wanlawalu 2

#1iMAB acacetin [3.2.8(7)] uaz luteoline [3.2.8(8)]
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3.2.8(3)

warnluu  3.2.8(1)-3.2.8(4) usnlannauananaalsWasnzasnanauda
@5 3.2.8(1) Yoy 'H-NMR uas EIMS @WiU isosakuranetin '?l'ﬂd'ﬁ@'mﬂl,mnmuﬁ':
ninluasanuide™* ™ yimsfiududnvg methoxyl agiishumia 4° Tasmaiia NOE

M3 3.2.8(2) §i 'H-NMR aulnasuadrandetuas 3.2.8(1) dnfuin B uam
1,3,4-trisubstituted pattern 16i¥NM3Agamy methoxyl agjﬁﬁmmiq 4 lasneile
NOE nindayavmanlnlnsalnll (H-NMR uaz EIMS) udehans 3.2.8(2) e
persicogenin Faueousnldann Eupatorium sternburgianum’***"!

a3 3.2.8(3) Hsduuueas 'H-NMR awnasuadreduans 3.2.8(1) snciulu
dupen A Feudaaisadyano: singlet 289 1 TWsaauwes H-8 7 & 6.32 @ 'H-
NMR &iUnasueeeds 3.2.8(3) uaz 3.2.8(4) amwaiiumn Ginﬁuﬁﬁmg: methoxyl
Waduluas 3.2.8(3) NnMsiieans 3.2.8(3) ddef m/z 134 lu EMs luwarilans
3.2.8(4) fifiafl m/z 120 uaaehas 3.2.8(4) WU 4’-demethoxyl analogue %415
3.2.8(3) ﬂ‘smg'hmsﬂgma\mﬁm‘f WEAUNWUINLE ludumilofuraeduauda®
'H-NMR 284815 3.2.8(5) way 3.2.8(6) uamanuaziamzaad chalcones gl

substitution pattern WUULABINUENS 3.2.8(3) wuar 3.2.8(4) EIMS dufutananuniiu

3.2.8[10] 3.2.8(13)

G; 1 o e

§35 3.2.8(5) uar 3.2.8(6) Fuamuenwnly wazaIuLvuaay YN
Sudamudau

Wanhuasdngufieaniumndenbn 3.2.8(7) war 3.2.8(8) dmiuvalu

a = o N v
3.2.8(7) iivayaveanlnlasalnildanadasfiunalin acacetin Fefiguanlavinluzas

o . - o iy

Hnfiail* > ™" dums 3.2.8(8) Hayameswnlasalallaseiunmbiu luteolin Faiilu
o @ 39 Mo 9 1

F1smmsuiud” 2 e liwauanlonnaudainnau

=<
gnimatinwaassluase
Y $ o
gnacudaiulin
o £ v & w
a3 3.2.8(1) uar d@19 3.2.8(3)-3.2.8(8) 11Jmaauqnsmummm‘[sﬂ
(Mycobacterium tuberculosis H37Ra)**™" dauans 3.2.8(2) FUSnalilfsawadviu
A‘ =t I A 1
MINaFay @9 3.2.8(1) wamgnithunan legdar MIC 91 50 pg/ml @5 3.2.8
o - 4 o4
(4), 3.2.8(7) uaz 3.2.8(8) udamignovaau Taadien MIC 9 200 pg/ml (29N
£
flavanones 3.2.8(1) wat 3.2.8(4) uat flavones 3.2.8(7) Uay 3.2.8(8) UAMONGLY
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3.2.8(4)

manasey  awihuldiiussging ¢ lidufludemsuansgnimeiamw  asn
chalcones 3.2.8(5) uaz 3.2.8(6) lifignilumsnasouil awaqﬂnﬁmﬁ'ulﬁiw M
s luesdazuamgraeuialsals srdatihe C gy Tihasduniadusmviald
dudafla msfiens 3 lifignd udans 3.2.8(1) uar 3.2.8(4) Hgniuiiaumslasu
anvavlafluiee Wanfaunioulasafieuatens 3.2.8(3) uaz 3.2.8(4) awfiun
daie methylation &3 3.2.8(4) fdumis 2 1dms 3.2.8(3) iwavnlignamain
el uananii gullawnmsiimilaasendadassiidumi 5 wor 7 Wudety
msiilaifing methoxyl idnuwiis 6 Wligvmedmwiindy

4’ Ay 1)
gndamtuiivsatdas
a J oy
a1y 3.2.8(1) uaz §5 3.2.8(3)-3.2.8(8) lunadaugndanaiuiu

PR dwans 3.2.8(2) vimnalivisewadiniums

fowaa KB, BC NCI-H187
] oy ] = 1 o = 1 ul.: 4:] ¥

nagau Unnghaamnyile ldiduRvesigadued KB uasiions 3.2.8(8) winudlvius

winea 1588 BC laalid MIC 11.0 pg/ml &W5UBas NCI Uu wwizas 3.2.8(7)

uar 3.2.8(8) Tinauin lasdisy MIC Wu 7.0 way 5.5 pg/ml Mudau

’?ﬂﬁ!ltﬂﬁcﬁ'ﬂ’l‘i

figilglumive

aanauidafusnninaanlden sunaoan Swiagie dathedisldiuliieas
Inendand AInenagNAuLm (Munawea RU 0033)
MSENALEN

iheensudauwdsfiuaudy (1.3 k) WA AMEmITharanaRsaumNAGURD n-
hexane, chloroform W&z methanol MNEIAU (3 L x 4) 16 hexane (27.54 g), chloroform
(28.79 g) Uz methanol (46.89 g) extracts NN hauananaslswesy (25.00 g)
wuanlagaadmnilasinlannil 1ddanmuadudgatu uazlddmuilu cHal, cHOL -
EtOAc ua EtOAc-MeOH 1§ 18 fractions W1 fractions 9 6 anuansnseanvindy gld

195



3.2.8(5)

6% hexane-EtOAc 16 13 subfractions 1) subfractions # 10 N‘lﬁ’ﬂﬁmilﬁqw%ﬁ?ﬁ%
NMTAMBARNUINAY laes 3.2.8(2) (1 mg) W fraction 7 wwanas lasldmanadu
hexane-CHCI,, CHCI, ua CHCl,-MeOH ¢ 9 subfractions 1 subfractions 9 6 sn
ms‘lﬁu%qné 18515 3.2.8(5) (2 mg) Wuaudieniu 10 subfractions 7 7 EWITOUEN
lass 3.2.8(3) (2 mg) uazan subfractions # 8 Iefans 3.2.8(1) (16 mg) uazds
3.2.8(6) (2 mg) -

duEnmumuea (25.00 g) nuenaanilly fractions lasaaamilasinianil
16 18 fractions W fraction #1 7 anusninuandicniu Teelddwey EOAc uas FOAc-
MeOH 16 8 subfractions 1 subfraction 7 6 svhaaduilasinlanmild 2 ads 1das
3.2.8(7) (2 mg) &5 subfraction 71 9 WalFaadmilasinlanmil %1 2 afs ldans
3.2.8(4) (2.5 mg) &7y fraction 12 diavhaadnllasnlansil 2 ads léms 3.2.8(8)

(8 mg)

Compound 3.2.8(1) (isosakuranetin): white needles, mp: 178-179 'C ; IR v__ em
3158, 2956, 1636, 1598, 1518, 1496, 1302, 1253, 1164, 833; EIMS m/z (% rel.
intensity): 286 [M]' (62), 152 (95), 134 (100), 124 (10); 'H-NMR (400 MHz,
CDCl,) &: 2.77 (1H, dd, J = 17.1, 3.0 Hz, H-3a), 3.09 (1H, dd, 7 = 17.1, 13.0 Hz,
H-3b), 3.81 (3H, s, 4-OMe), 5.33 (1H, dd, J = 13.0, 3.0 Hz, H-2), 5.84 (1H, br
s, 7-OH), 5.95 (1H, d, J = 2.2 Hz, H-6), 5.97 (1H, d, J = 2.2 Hz, H-8), 6.93 (2X
1H, d, J = 8.7 Hz, H-3', H-5"), 7.35 (2X1H, d, J = 8.7 Hz, H-2', H-6").

Compound 3.2.8(2) (persicogenin): IR v__ cm’': 3450, 2916, 2848, 1636, 1515,
1458, 1273, 1205, 1156; EIMS m/z (% rel. intensity): 316 [M]" (100), 286 (15),
167 (72), 150 (30), 149 (11), 137 (65); 'H-NMR (400 MHz, CDCL) &: 2.77
(1H, dd, J = 17.1, 3.0 Hz, H-3a), 3.06 (1H, dd, J = 17.1, 12.9 Hz, H-3b), 3.78
(3H, s, 7-OMe), 3.90 (3H, s, 4'-OMe), 5.31 (1H, dd, J = 12.9, 3.0 Hz, H-2),
5.66 (1H, br s, 3'-OH), 6.03 (1H, d, J = 2.2 Hz, H-6), 6.05 (1H, d, J = 2.2 Hz, H-
8), 6.86 (1H, d, J = 8.3 Hz, H-5"), 6.91 (1H, dd, J = 8.3, 2.0 Hz, H-6"), 7.03
(1H, d, J = 2.0 Hz, H-2'), 11.95 (1H, s, 5-OH).
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3.2.8(6)

Compound 3.2.8(3) (5,6,7,4'-tetramethoxyflavanone): IR v__ cm’': 2934, 2847,
1677, 1600, 1516, 1484, 1457, 1261, 1200, 1106, 1020; EIMS m/z (% rel.
intensity): 344 [M]" (72), 210 (100), 195 (78), 167 (33), 134 (2); 'H-NMR (400
MHz, CDCL,) &: 2.74 (1H, dd, J = 16.6, 2.2 Hz, H-3a), 3.01 (1H, dd, J = 16.6,
13.3 Hz, H-3b), 3.80, 3.81, 3.84, 3.92 (each 3H, each s, 5-OMe, 6-OMe, 7-OMe,
4'-OMe), 5.33 (1H, dd, J = 13.3, 2.2 Hz, H-2), 6.32 (1H, s, H-8), 6.93 (2X1H,

d, J = 8.5 Hz, H-3', H-5"), 7.36 (2X1H, d, J = 8.5 Hz, H-2’, H-6").

Compound 3.2.8(4) (4’-hydroxy-5,6,7-trimethoxyflavanone): EIMS m/z (% rel.
intensity): 330 [M] (98), 210 (87), 195 (100), 167 (65), 120 (10); 'H-NMR
(400 MHz, CDCL,) &: 2.74 (1H, dd, J = 16.6, 2.8 Hz, H-3a), 2.99 (1H, dd, J =
16.6, 13.3 Hz, H-3b), 3.80, 3.85, 3.92 (each 3H, each s, 5-OMe, 6-OMe, 17-
OMe), 5.31 (1H, dd, J = 13.3, 2.8 Hz, H-2), 6.32 (1H, s, H-8), 6.86 (2X1H, d, J
- 8.5 Hz, H-3', H-5"), 7.31 (2X1H, d, J = 8.5 Hz, H-2', H-6").

Compound 3.2.8(5) (2’-hydroxy-4,4',5',6'-tetramethoxychalcone): EIMS m/z (%
rel. intensity): 344 [M] (35), 210 (100), 195 (71), 167 (27); 'H-NMR (400 MHz,
CDCl,) &: 3.81, 3.84, 3.88, 3.90 (each 3H, each s, 4-OMe, 4'-OMe, 5'-OMe, 6'-
OMe,), 6.27 (1H, s, H-3'), 6.92 (2X1H, d, J = 8.8 Hz, H-3, H-5), 7.58 (2X1H,
d, J = 8.8 Hz, H-2, H-6), 7.82, 7.83 (each 1H, each br s, H-a, H-f), 13.74 (1H, s,
2'-OH).

Compound 3.2.8(6) (4,2'-dihydFoxy-4’,5",6 -trimethoxychalcone): EIMS m/z (%
rel. intensity): 330 [M]" (100), 210 (91), 195 (80), 167 (34); 'H-NMR (400 MHz,
CDCl,) 8: 3.81, 3.88, 3.91 (each 3H, each s, 4'-OMe, 5'-OMe, 6'-OMe, ), 5.14
(1H, br s, 4-OH), 6.27 (1H, s, H-3"), 6.85 (2X1H, d, J = 8.6 Hz, H-3, H-5), 7.54
(2X1H, d, J = 8.6 Hz, H-2, H-6), 7.80, 7.81 (each 1H, each br s, H-o;, H-B),
13.72 (1H, s, 2'-OH).

197



3.2.8(7)

Compound 3.2.8(7) (acacetin): IR v__ cm™: 3450, 2927, 1654, 1560, 1508,
1241, 1190, 1165; EIMS m/z (% rel. intensity): 284 [M]’ (100}, 283 (7), 256 (2),
152 (5), 132 (20), 124 (4), 117 (4), 89 (4); 'H-NMR (400 MHz, CDCI,+CD,0OD,
15:1) &: 3.84 (3H, s, 4'-OMe), 6.22 (1H, d, J = 1.9 Hz, H-6), 6.38 (1H, d, J =
1.9 Hz, H-8), 6.51 (1H, br s, H-3), 6.96 (2X1H, d, J = 8.8 Hz, H-3’, H-5"), 7.79

(2X1H, d, J = 8.8 Hz, H-2', H-6"). -

Compound 3.2.8(8) (luteolin): mp: 330-332 'C; IR v___ em s 3423, 2920, 1654,
1611, 1500, 1367, 1267, 1164, 1032, 839; EIMS m/z (% rel. intensity): 286 [M]
(100), 258 (286), 153 (14), 134 (7); 'H-NMR (400 MHz, CDCL,+CD,0D, 10:1)
§: 6.21 (1H, d, J = 2.0 Hz, H-86), 6.37 (1H, d, J = 2.0 Hz, H-8), 6.45 (1H, s, H-
3), 6.88 (1H, d, J = 8.3 Hz, H-5"), 7.31 (1H, dd, J = 8.3, 2.1 Hz, H-6"), 7.33
(1H, d, J = 2.1 Hz, H-2").

&
MINAEUVEGND antimycobacterial
EaY o o . w .
ﬂ'l‘iﬂﬂﬂﬂﬂt]ﬂﬁﬂ’lﬂt'dﬂ’liﬂ'iﬂ Moycobacterium tuberculosis H37Ra 14 Microplate
J
Alamar Blue Assay (MABA)*™*" wamInadoy @asnm 3.2.8(1)

<
MINAFTAUGNSD cytotoxicity
Ly o o ¢ . . .
NMINATDUGNIMULEBNTLINIINYDS human epidermoid carcinoma of the mouth
(KB), human breast cancer (BC) and human small cell lung cancer (NCI-H187) 1%

3.2.8(28)

o
colorimetric method NANINAFAU 9MsNhN 3.2.8(2)
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3.2.8(8)

?137199 3.2.8(1) Antimycobacterial activity of flavonoids

Compound MIC (pg/ml)
3.2.8(1) 20

3.2.8(3) inactive’
3.2.8(4) 200

3.2.8(5) inactive’
3.2.8(6) inactive’
3.2.8(7) 200

3.2.8(8) 200

"Inactive at > 200 ug/ml

®13 191 3.2.8(2) Cytotoxicity of flavonoids

Compound IC,, (pg/ml)

KB BC NCI-H187

3.2.8(1) inactive’  inactive’  inactive’
3.2.8(3) inactive’ inactive  inactive’
3.2.8(4) inactive’  inactive  _inactive’
3.2.8(5) inactive’  inactive’  inactive’
3.2.8(8) inactive’  inactive’  inactive’
3.2.8(7) inactive’ inactive’ 7.0

3.2.8(8) inactive’ 11.0 5.5

“Inactive at > 20 pg/ml
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3.2.9(1)

. 1] q‘ =5 - ar - H J
Tasansdasnguii 3: nsAnwudadarisssnaniignaniam

=t 4’ - Ld P tf
3.2 AfiuazgnaNedinnandniamossuAntgnanem

lasanmidoniieg® 3.2.9: uzA@nY (Sapindus rarak)

-

ymn

1. anudaguaziuvalgmiiniae

NzfGaMY (Sapindus rarak A. DC.) \Wuldzwanan fianugeadszanm 15 was

3.2.9(1,2] 3.2.9111

fasswanmnhulumslasiusuandee uAd aunnuaianmlufiy

3.2.9(3) 3.2.9(4)

faUa ATENOVINTTUAUNO DU UENLHD T MANTINATFIULUNRUIDIET

anaavaasden uaziumuas Paduenzmanme (lisiuwda) wuhignilumstud
ﬂv d 1 =t ¥ o 1
dasimhaula Jalavmsdnwaeld
2. Inguszasdnaslasams
- 'Y o . £ w o o
weanauen  Aowgeslassaiuawsudgndiuenlannmsanauanziinng
' Lo ¥ A o £l [y
(lisnnnda) uas@nngnidusadiasmesmsudandauonle

o @ el e

3. wanwivghiiandas

Jrsnwitemsanasdlssnpurmiwiivaaldanmanzaane  wushsuseneu

molluscicidal saponins hederagenin, mukurozi~saponin G, mukurozi-saponin E, [3.2.9
3.2.9[6]

(1)] war sapindoside B [3.2.8(2)] WA uncommon polyol quebrachitol Waz

sesquiterpene glycoside mukurozioside 3 Skt
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3.2.9(2)

HanNITIdauazafUsI1gaa

nnmMahasanaehserinn  waswmudazatanzmaanaune  (lisy

o ¥ o &L v P = . . &
wan) anuenussi lduignsamameilalasininins i wu triterpene gylcoside MU 6
, 23-0-acetylhederagenin 3-0-(4-0-

#ii@  lQuUA hederagenin [3.2.9(3)],>**"®

acetyl-B~D-xylopyranosyl-(1—>3)-a-L-rhamnopyranosyl-{(1—>2)-a-L-
arabinopyranoside [3.2.9(4}], rarakoside [3.2.9(5)], hederagenin 3-0-(4-0-

3.2.9[9]

acetyl-B-D-xylopyranosyl)-(1—>3)-o-L-thamnopyranosyl-(1—>2)-a-L-
o-hederin [3.2.9(6)]

3.2.9(5] 3.2.9(7,10]

arabinopyranoside (3.2.9(1)],

[3.2.9(2)]
q! o

stigmasterol 3-0~[(3-D-glucopyranoside Tathans rarakoside [3.2.9(5)] Wuasaiia

uar sapindoside B

s wiaunuasnanzas [3-sitosterol 3-O-P-D-glucopyranoside L&

Torad

Rarakoside [3.2.9(5)) \Hlu triterpene gylcoside #fiaivai unedan ﬂ"a:ga
HRFABMS (negative ion mode) Wi pseudomolecular ion #i m/z 923.5019 easany
C,H,0,, anveiryas 'H NMR swnasuuavaniniiu witerpene gylcoside daya 'H
NMR ludumas ad1oaieny hederagenin [3.2.9¢3)] iifaunnsneiamaydoduanai
upfield U@z downfield shifts 989 H-3 uay H,-23 %ays 'H NMR uas 'C NMR wWuh
Ndtyay Il anomeric BINY rhamnose i 8, 6.31 (br s) uaz 8. 101.5  Indaya 2D
NMR 3dtyeyod anomeric #84%Y xylose i 8, 5.47 WAz 8. 107.4 UarYdY arabinose 7
5, 4.92 uar 5. 105.2 MIWU m/z 791 Udy m/z 749 FOARERNUMIUANYBINY
xylose uas xylose 3IMAUNY acetyl Tuwawh m/z 603 d00AABINUNISUANYBINY
xylose, acetyl UWa¥ rhamnose 310 molecular ion  NANBUzMIUAN luLNdanaIuh I
Funsommusisuzasmiihmadiusaslugasiassadanais 3.2.9(5) mawudaana
fl 1734 om* T IR awlnedu fwfumswunyudiai 5, 2.05 wasmimsuaiad &,
170.7 lu NMR mﬁna%’mﬂuﬂﬁﬁuﬁuiwﬁmj acetoxyl HQ‘J: acetoxyl f}’ﬂ’ﬁ%a;‘iﬁ
due 23 miidanaldnnIsiiia downfield shift 2@ H,-23 (5, 4.52 uar 4.59) lu
@5 3.2.9(5) ooy H,-23 (5 3.93 uay 4.28) wodahs 3.2.9(1) wia @3

3.2.9(2 MSWUANNFHWUS HMBC 52179 H-23 NU acetoxyl carbonyl carbomitu
Y
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3.2.9(3)

[
=1

NSEUEUGAILMURLDINY acetoxyl i uanINTWdIFINY large upfield shift 289 H-3
Tuss 3.2.9(5) (5 3.93) Wafouturesas 3.2.9(1) (5 4.30) uazas 3.2.9(2)
(& 4.28) >

maiin HMBC hldnmudumisase aglycone eafuihaa rudanmswuema
ANWUSTLWIN anomeric proton 289 arabinose H,-1 ilu C-3 uas H-3 nu C -1 uaavh
arabinose unit agj'ﬁ"ﬁnmﬁq 3 uanmﬁamnwum"nﬁﬂ pronounced downfield shift 283
Fuana C-3 Tums 3.2.9(5) lafisuiuossns 3.2.9(3) Turusaieiums
WUAMNFNWUSSEWIN anomeric proton ¥4 rhamnose H -1 fiu C-2 arabinose (C,-2)
war H,~2 AU C,~1 WA®3I1 rhamnose unit agj‘ﬁdumﬁq 2 ¥D9 arabinose unit way
MSWUANNFNNUSTZWIN anomeric proton 289 xylose (H,-1) N rhamnose unit Cy-3

ar ] e o - . ] va o '
war Hp-3 nu C,-1 LLﬂGN'J']‘ViI‘J‘NWG'I'laTlﬂa'IEJﬂB xylose unit ARENEIUNUYL 3 YN

u

rhamnose unit AN NINTUUAIEIWY large downfield shift UaddyQI Co-3 Tuans
d o=l or ar 3 -] -} o
3.2.9(5) Wamguiugesas 3.2.9(6) Garuans 3.2.9(35) illaseadady

23-0-acetylhederagenin 3-0-[3-D-xylopyranosyl-(1—>3)-a-L-rhamnopyranosyl-

v 4
{1—>»2)-¢-L-arabinopyranoside LLa +1W#a rarakoside

4 . & Lo & X . ) .
mamm'smwuﬂlﬂnmﬂauqnﬁaummam WUNLAWIE sapindoside B [3.2.9
. v Y Lo & o < &
(2)] uar c~Hederin [3.2.9(6)] tMUUNOVDHUENLTDT Tognas 3.2.9(2) Ngno®N
AN 3.2.9(6) @oM¥ Candida albicans ATCC 10230, C. krucei, Trichophyton
=l t{ﬂl g 1 J
mentagophyte, T. rubrum W& Acremonium spp. dud1s 3.2.9(6) AgnBHutRADLEaN
T. rubrum @5 3.2.9(2) Hgnsaueseauhunawaa1Ees C, rropicalis Tuwneh s
= Lo & [ 1
3.2.9(6) HgvdgusszaulunaWNaawas T. mentagophyte WaE Acremonium spp. du
rai Lo & & o Lo & &
d19 3.2.9(1) usr 3.2.9(3-5) 1unqnﬁﬂummasmnﬁum Mo UBNEINUBATS

P pamanadauluaae vy

3.2.9(2) uar 3.2.9(6) danrapinuiiaedlgTan
H = g W ' L U & o ' o Y o v
ihmallenuidyesgnddutuion  Tuzushimy acethoxyl fagumhmorylvgande

e w & &
analumsguEagen
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3.2.9(4)

R%0 "
HO—. OH Xyl

3.2.9(1) R' = H, R% = Ac (Mukurozi-saponin E,)

3.2.9(2) R' = R? = H (Sapindoside B)

3.2.9(3) R = H, no glycosidic unit (Hederagenin)

3.2.9(4) R" = R? = Ac (23-O-Acetylhederagenin 3-0-(4-O-acetyl-
-D-xylopyranosyl-(1—3}-a-L-rhamnopyranosyk-(1—2)-
a-L-arabinopyranoside})

3.2.9(5) R' = Ac, R? = H (Rarakoside)

3.2.9(6) R' = H, no xylose unit {«-Hederin)
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3.2.9(5)

5ﬂquaz’ifﬁ'mi

NTENR

mmsataransamdens (Wiswwwda) muiswssiuud (3.9 Alandn) droen
W @hiaarfiee waztumuaa (USns 3 595 U 6 ﬂ%lul.l.ﬁﬂxﬁ‘l'iﬂﬁﬂ) leansana
@iy (8.9 ndu dnwamiuiiadmdandy) wisartion (265.9 nin Wursmilnd
denad) uazumuea (919.0 ASN Humsaniledihaman) swdrdu ssafaiaiia
arfian wazlyyuaa LLﬂmquéﬁwuL§aSW Fahinuwnsaly

o L 4'5'
AITUINUALNEIT IHUSans

9

drsanaanaasine

ihasataaisasfiemnuenuasilivignileaassnilanninasniil  (silica
gel, l#5tUUBE n-hexane-EtOAc, EtOAc, EtOAc-MeOH uar MeOH lawdas "]u?iu
Yinasmassinazmeniiafisn) mansousnldms 12 agu

nsngy 5 hwuenaamenaauilasininnm®  (CHCL, uar CHCI, ~MeOH
Touday inUinasraanmuea) 18 6 nqudas Wondudani 5 manudn wuhls

3.2.9{7-8)

@15 3.2.9(3) (82 Radn3u Wundngudn TG)
@msngn 12 innusnlesaasmilasininasflyiiad) (silica gel, n-hexane-
EtOAc, EtOAc uaz EtOAc-MeOH) upnld 10 ngueay
ﬂq'miaﬂﬁ 7 dhnuenlegldmaiineadinilasinlnnnitaadn 2 ety lams

3.2.9(9

3.2.9(4)***" (12 Radnsu Humaden) inmslEane CH,CI, uaz CH,CL,-MeOH
U L] AJ [} s 2 r =t 5 Y ar
ngndasd 8 Manusnlagasamilasininnndadn 3 a3y (lddare EoAc

az EtOAc-MeOH) suay reversed-phase column chromatography (silica gel 60 RP-
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3.2.9(6)

18 (40-63 um) 7678 H,0-MeOH lastinu3anasaas MeOH) arasousnlasslwi

rarakoside [3.2.9(5)] (12 Nadnsu Wuwdzn)

STANIANNIUDA
hasanawmuaamuenlagasdvilasininnnziiady (silica gel, CHCIL,
CHCl,-MeOH uar MeOH) usnle 5 ngu
nay 4 anusnlagasamnilasinInanil (silica gel 16 CHCl,-MeOH
%) uenle 19 naugas
na:miaﬂﬁ 8 Wnnadnae CHCI, laasuansaauinduniuas B-sitosterol
3-0-PB-D-glucopyranoside 8% stigmasterol 3-0-B-D-glucopyranoside (2.4
Nadndn)
nan 5 dnuenlaseadnilasininam@ (silica gel, CHCl, CHCl-
MeOH) udihngudasi 6 musnaalasaaduilassnTnnsil (silica gel, CH,CI, oy
CH,Cl,-MeOH) o 10 ngutan
naudesd 2 unnuenda (silica gel, ®zéi CH,Cl, uax CH,Cl,-
MeOH) mudeamsusnaalnonadinilasilnnsidl (silica gel, EtOAc uar EtOAc-
MeOH) I hederagenin 3-0-(4-0-acetyl-3-D-xylopyranosyl)-( 1—3)-¢(~L~

3.2.9{5]

rhamnopyranosyl-{1—2)-o-L-arabinepyranoside [3.2.9(1)] (18 Hadnsu)

1 1 J 1 =} ar U L) IJ L) ar =
nandasdl 4 Wudadundudesi 2 dminuenlasaasmilasinlnnsil
(silica gel ¥x@78 CH,Cl, was CH,Cl,-MeOH) musiunmsusnaalasaaamilasaninns

W (silica gel l#Szuunz CH,CIL,-MeOH, 95:5) 1% hederagenin 3-O-o-L-

3.2.9[7,10} (

rhamnopyranosyl-(1—2)-o-L-arabinopyranoside (o.~hederin) [3.2.9(6)] 14

ar

iaansy)
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3.2.9(7)

v o r a =4 e
ngudasn 6 uundalesmedmilasinInon® (silica gel, EtOAc uas

EtOAc-MeOH) T hederagenin 3-0-B-D-xylopyranosyl-(1—3)-a-L-

3.2.9(5,11)

rhamnopyranosyl-(1-—+2)-oa-L-arabinopyranoside (sapindoside B) [3.2.9(2)]

(36 fiadnsu Wurdnland)

Rarakoside [3.2.9(5)]: {urdzn m.p. 217-220 °C (dec.) TWadehGu
fiU anisaldehyde reagent  [ar],°° + 24.0 ° (MeOH, ¢ 0.10); IR (KBr): v, 3421,
2027, 1734, 1647, 1559, 1458, 1386, 1238, 1047, 668 cm™; 'H-NMR (pyridine-
d, ), aglycone protons: 8 0.88 (3H, s, 25-Me), 0.92(3H, s, 29-Me}, 0.99 (3H, s,
30-Me), 1.01 (3H, s, 26-Me), 1.12 (3H, s, 24-Me), 1.31 (3H, s, 27-Me), 2.05
(3H, s, AcO), 3.36 (1H, br d, J = ca 13 Hz, H-18 }, 3.93 (1H, overlapping signal,
H-3), 4.52, 4.59 (2 X 1H, overlapping signal, H,~23), 5.47 (1H, overlapping signal,
H-12), sugar protons: & 1.58 (3H, d, J = 6 Hz, H-6""), 3.92 {1H, overlapping signal,

HEE tHE

H-5'""a), 4.08 (1H, t, J = 8.0 Hz, H-2"""), 4.20 (3 X 1H, overlapping signal, H-3,

i

H—SH', H-4"""), 4.22 (1H, overlapping signal, H—4F), 4.37 (1H, overlapping signal,

ree

H-5"'b), 4.47 (1H, t, obscured signal, H-4'"), 4.50 (14, overlapping signal, H—5'a),
4.59 (2 X 1H, overlapping signal, H-2', H-5'b), 4.65 (1H, m, H-5'"), 4.76 (1H,
dd, obscured signal, H-3'"), 4.90 (1H, overlapping signal, H-2'"), 4.92 (1H,
overlapping signal, H—l'), 5.47 (1H, overlapping signal, H—lm), 6.31 (1H, br s, H-
1"y C-NMR (pyridine-d, ), aglycone carbons: 0 13.5 (C-24), 16.0 (C-25), 17.4
(C-26), 18.4 (C-6), 20.9 (acetyl CH,), 23.9 (C-11, C-16, C-30), 26.0 (C-27),
26.2 (C-2), 28.3 (C-15), 31.0 (C-20), 33.0 (C-7), 33.4 (C-22), 34.4 (C-21),
36.9 (C-10), 38.7 (C-1), 39.8 (C-8), 42.1 (C-14), 42.2 (C-18)", 42.4 (C-4)’,
46.7 (C-19), 46.9 (C-17), 48.4 (C-5)", 48.6 (C-9)", 66.0 (C-23), 67.4 (C-
5"y, 71.3 (C-4"""), 75.8 (Cc-2'""), 78.5 (C-3"""), 82.3 (C-3), 122.2 (C-12),
145.3 (C-13), 170.7 (acetyl CO), 180.1 (C-28), sugar carbons: 18.5 (C-6'"), 66.1

(c-5"), 69.6 (C-4"), 69.7 (C-5""), 71.8 (C-2""), 72.9 (C-4""), 74.7 (C-3"),
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3.2.9(8)

75.3 (C-2"), 83.3 (C-3""), 101.5 (C-1"), 105.2 (C-1"), 107.4 (c-1"""H"*
assignments may be reversed for signals with the same superscript; ANNANAUS HMBC:
(Ce-3",
H,-3" (Cx—l'”), H-23 (acetyl CH,); FABMS (negative ion mode): m/z (rel. intensity)
923 [M-H] (100), 791 [(M-H)-132] (20), 749 [(M-H)-132+42] (15), 603
[((M-H)-132-42-148] (20}, HR-FABMS (negative ion mode); m-/z 923.5019 [M-
H] (dwnadndu C,H,,0,,-H, 923.5004).

rrr

H,-1" (C-3), H-3 (C,-1"), H-1"" (C,-2"), H,-2" (C,-1""), H,-1

<
Hederagenin [3.2.9(3)]: {uaswan ({Jundnguidnliisd mp. >300 ¢ g

o 13 v v e v .2.9[6-
vhiu anisaldehyde reagent Jaua "H NMR aamﬂaaqnuwngﬂmm“ﬁ“ 2ol

#13 3.2.9(4): Wuwdun WWHFe U anisaldehyde reagent ’sz‘J,a "H- uaz
*C-NMR aaaadaIny 23-0-acetylhederagenin 3-0-(4-0-acetyl-B-D-

L

P
xylopyranosyl-(1—3)-cot-L-rhamnopy-ranosyl-(1—2)-o-L-arabinopyranoside Mg

18] nlﬁmmﬁu 5. emargjnatUSs_.ma]

13 3.2.9(1): W&3eniy anisaldehyde reagent Fa3yd 'H- uax ''C-NMR #an

AaDINY mukurozi-saponin  E1l nsa hederagenin  3-O-{4-0-acetyl-~D-

tJ o ¥
xylopyranosyl)~(1—3)-c.-L-thamnopyranosyl-(1-»2)-a-L-arabinopyranoside ~ Nalp

Laﬂnlﬁawnﬁu S. mr.dcurc.')sz~21'3'”’lgl
o-Hederin [3.2.9(6)]: gpeudedrn Tddennu anisaldehyde reagent ﬁaHa

w o . _
'H- waz ""C-NMR danadasnunfiesaauli® o

Sapindoside B [3.2.9(2)]: Wundnluiid mp. 238-240 ¢ Wddenu

. w o 2, .
anisaldehyde reagent 2838 H- ias 'C-NMR daaaasanuiiigsignuld® "
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3.2.9(9)

A5 3.2.9(1) gnatusudernedds 3.2.9(2) uas 3.2.9(6)

MIC (pg/ml)

L%Bi'\ b 3.2.9(2)~ 5 3.2.9(6)
Microsporum spp. 54 NA
Candida albicans ATCC 10230 6.8 NA
C. krucei 6.8 85.0
C. tropicalis 27.0 NA
Trichophyton mentagophyte 13.5 42.5
T. rubrum 6.8 10.6
Acremonium spp. 6.8 21.3
Aspergillus fumigatus NA NA
A. flavus NA NA
Penicillium spp. NA NA

NA, noactivity at 100 pg/ml

210



3.2.9[1]

3.2.912]

3.2.9[3]

3.2.974]

3.2.9[5]

3.2.9(6]

3.2.9[7]

3.2.9[8]

3.2.9[9]

3.2.9(10)

LNEIFD1NBY

Burkill, 1. H. A Dictionary of the Economic Products of the Malay Peninsula.
Vol. II. Ministry of Agriculture and Co-operatives, Kuala Lumpur, 1966,
pp. 1993.

Bunyapraphatsara, N.; Chokechaijaroenporn, O. Thai Medicinal Plants, Vol.
3. Faculty of Pharmacy, Mahidol University and National Center for Genetic
Engineering and Biotechnology, Bangkok, 2000, pp. 547.

Chiayvareesajja, S.; Mahabusarakam, W.; Maxwell, J. F.; Wiriyachitra, P.;

Towers, G. H, N. J. Sci. Soc. Thailand 1987, 13, 29.

Phongpaichit, S.; Suvannarat, N.; Petcharat, V., Ongsakul, M.; Nilrat, L.,
Wiriyachitra, P. Songkhanakarin J. Sci. Tech. 1992, 14, 361.

Hamburger, M.; Slacanin, I.; Hostettmann, K.; Dyatmiko, W.; Sutarjadi, W.
D. Phytochem. Anal. 1992, 3, 231.

Chung, M. S.; Kim, N. C.; Long, L.; Shamon, L.; Ahmad, W. Y.; Sagrero-

Nieves; Kardono, L. B. S.; Kennelly, E. J.; Pezzuto, J. M.; Scejarto, D. D.;

Kinghom, A. D. Phytochem. Anal. 1997, 8, 49,

Sawada, H.; Miyakoshi, M.; Ida, Y.; Shoji. J. Phytochemitry 1993, 34,
1117. -

Jayasinghe, L.; Shimada, H.; Hara, N.; Fujimoto, Y. Phytochemitry 1995,
40, 891.

Kanchanapoom, T.; Kasai, R.; Yamasaki, K. Chem. Pharm. Buil. 2001, 49,
1195,

211



3.2.9(11)

3.2.9[10) Lavaud, C; Marie-Laure, C.; Pouny, I.; Litaudon, M.; Sevenet, T.
Phytochemitry 2001, 57, 469.
3.2.9[11] Kimata, H.; Nakashima, T.; Kokubun, S.; Nakayama, K.; Mitoma, Y.;

Kitahara, T.; Yata, N.; Tanaka, O. Chem. Pharm. Bull. 1983, 31, 1998,

212



3.2.10(1)

L] 1 ﬂ: = o q‘i‘ A‘
Tﬂﬁqﬂjiﬂaﬂﬂq&l“ 3: ﬂ’l‘iﬁﬂ‘l:l’maﬁlﬂm‘ﬁ’ﬁ‘ﬁu"ﬁ’lﬁmﬁimﬁﬂ’mEl"l
it

"y o w o £
3.2 LaiuazgnIn N IIMNYBIRARA MRS IINTNANTgNONIeE

Tasensivovinah 3.2.10: mg‘m'l'l (Artocarpus rigidus subsp. rigidus)
umin

1. enudrdguashinzaalymnnide

=

Weluana Artocarpus (396 Moraceae) Husvanm 47 wila wunszneaglugi

o
h

TudszmalnawuAzanadungiio 53w

3.2.1011)

maedensiusanifioelduazuddin
‘nqu{h (Artocarpus rigidus Blume subsp. rigidus) Tumald Selaimgiisienunmsdnm
psdlsznaumuaiizatiissiatndoy  inmsmedeull ssdunsissanaaanlswasdy
wasumuea 2avdiulFansin wuhilgnd antiplasmodial, antimycobacterial UWATUER

=y 1 4 r =9 LY =5 r
anntuRvsaasuzSimhaula Widimsdnwsald

2. TegUssaedvaslasams

o as = v a £ I wr '

wWadnauen  Anwgaslanaiaasmsuignsiuenldninssanavesdiu
a ' r R . i A g = 3 o

waanninayuth wasdnwond antiplasmodial, antimycobacterial wazANMUURYADIZAE

= a oL W
Mo suIEnsiuenld

3. uanIlgiheItas
finsnuitsmsdnmasdlsznaumamiizasiigluana Arocarpus™™'™™ g

galumniinanumsinmnasdusenaumuniiues A. rigidus subsp. rigidus ¥1f8y

-
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3.2.10(2)

panIsIvanazanlsisea

nnmsanwasddsznaumaaiivasldansinayuth (A. rigidus subsp. rigidus)
wumsduadn 6 gfia WuansWuednuiialvid 2 zila leun Waloussd artorigidusin A
[3.2.10(1)] uax laslnu artorigidusin B [3.2.10(2)] w%’auﬁuawsﬁﬁ@'ﬂﬂmulﬁdﬁa
usulnu artonol B [3.2.10(3)), Warloupes artonin F [3.2.10(4)}], Warlwuoud
cycloartobiloxanthone [3.2.10(5)] warugulnu artoindonesianin C [3.2.10(6)] &3

3.2.10(3,4]

3.2.10(3-4) wenulu A. communis d1ud5 3.2.10(5) uaxr 3.2.10(6) 1AB

3.2.10(5]

Amsenuliudtluiy A.nobilis Uaz A. teysmaniic - O MUSIAY

15 3.2.10(1) dumsfimiesanthons mp. 224-226 °C IR aulnasuwu

wylansonda (3535, 3434 cm ') Uax conjugated keto (1662 cm ) 2aeWmilau doya
HRFABMS (positive ion mode) Lo [M+H]' ion 7l m/z 435.1446 Fasafiu C,,H,,0,
Snwoizund 'H NMR #Uness [@1919 3.2.10(1)] LaAe two doublet (J = 1.9 Hz) 7 &
6.24 UBT 6.56 Faludnworvaiduana H-6 and H-8 mudduzasianluand
AMNFUNUS HMBC ﬁué’uﬁmii{ﬁmjmuﬁﬁﬁm 5,7-dihydroxyl M3y 5-hydroxyl B
Funaan chelated signal 11 & 13.14 Tudaya 'H-NMR 'H-NMR dUnasnaas
3.2.10(1) uaMFUQIMULUL ABX 9849 two double doublets @ 6 2.44 (J = 16.0 uax
6.6 Hz) uas 3.35 (J = 16.0 War 2.0 Hz) uav broad doublet # & 3.97 (J = 6.6 Hz)
%84 H-9 way H-10 onusey msﬁﬁmj isopropenyl loawWuFQ QN singlet il 51.75
WA two broad singlet 7  4.30 UAT 4.63 uarINANURUS HMBC vnliinmuhdasgs
fumia 10 @5iing 2,2 dimethylpyran 10BWUFQN L two singlet 7 8 1.44 (17-Me)
uaz 1.46 (18-Me) Ua% two olefinic resenances ﬁ 8 5.74 (H-15) way 6.75 (H-14)
IR TMUAFIULUUNL BINEI 4 ‘smﬁgw:;j phenolic hydroxyl # 2'was 5'n3zvinlagldms
neadd HMBC msivuageya 'H- uar 'C-NMR nssvhlegldmsmeass COSY,
DEPT, HMQC wa¥ HMBC  #aya 'H-udy "C-NMR 289813 3.2.10(1) adewadany
204 artonol B2 uanshefians 3.2.10(1) Lifivy methoxyl fienumis 7 aarusialy

(Ja o ¥ [ = r - .
uagaidilasediadu 3.2.10(1) uazlv¥a artorigidusin A
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3.2.10(3)

TAsadsauasANFNWLS HMBC 284 3.2.10(1)

@3 3.2.10(2) Wumsddusmhma R dnesuudeanylaasanda (3383

em ) conjugated keto (1659 cm ') uay keto (1727 em ') 28y® HRFABMS W&o
[M+H]" ion # m/z 387.1802 Fe@sifiu C,,H,,0, 'H-NMR awnedu (@997 3.2.10
(1)) uaMIFYEYIM broad singlet 75 12.75 llﬁﬂﬁ’kﬁm‘\j chelated 5-hydroxyl WU
Funnawee aromatic singlet LREIUMALAE289 H-6 71 6 6.22 MIWU broad singlet 989
ﬁmmjmﬁaﬁ 8 1.43 waz two doublets (J = 10.0 Hz) 194 olefinic resonances ‘ﬁ' 4 5.51
uar 6.55 UARIING 2,2-dimethylpyran Fedudulasldnsnaaas HMBC

m‘si”:ﬁmj 1,1-dimethylpropanol Rguvil 3 Fwmuldandyannwss two-
proton multiplets am'qaﬁ 52,52 (H~12) uaz 1.60 (H-13) uay singlet ‘IJBQW;J: methyl
ammj (15-Me uaz 16-Me) #61.26 Fyaaane two singlet 5 3.81 (H-9) uax
2.30 (H-11) dluwaavy -CH,COCH, fishuwiis 2 iy saturated keto 7 C-10 iy
fulagmy "C-NMR resonance 71 8 201.0  mMsn@any HMBC usuhiivajunuiina
sawrilauardonmdasiulasiadndingn  suhilasluuiinilanedady 3.2.10(2)

1v%a7 artori gidusin B
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3.2.10(4)

TASNESNLATAMNENNUS HMBC 289 3.2.10(2)

diahmsnanuslunagaugnimeiimnee g wazwamsnasavgnaanalily
m‘mﬁ 3.2.10(2) wuh@mwizas 3.2.10(1), 3.2.10(4) usr 3.2.10(5) Lﬁwﬁuﬁ
ﬂ‘ng antiplasmodial GiEll.?;”El Plasmodium falciparum m‘iﬁg\& 6 ‘dﬁﬂtlﬂmqn‘é
antimycobacterial Gial,%a Mycobacterium tuberculosis Tmaﬁms 3.2.10(4) Ltﬁmqw‘ﬁ(ij\‘lf"l
qmﬁrfh MIC 6.25 pug/m! @15 3.2.10(5) war 3.2.10(6) fgnduduraduzSeriia
KB luszeuthunans lusaisians 3.2.10(2), 3.2.10(5) uas 3.2.10(6) ilgnisuia
waduziSeriie BC @5 3.2.10(1-3), 3.2.10(5) uar 3.2.10(6) dgnasua
\ndnziSeniio NCI-H187 1aafl artonol B [3.2.10(3)] usengnageigatien IC,, 1.26

pg/ml
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3.2.10(5)

5’&1@ttax’3‘ﬁ'ﬂﬁ

NSEN®

msafalfansinayulh (PUINFILNBRLUE TAVSAFIE WD W.A. 2544 HBEN
WY (Wisit Arichomphu No. 011) Wutnun lifiaaeinanamand umavendadeslwab 7
wanazuauan (1.5 dlandy) drsignru raalswesu wavwmuea sudau lagldns
anaatudalins ldmsanmany (8.4 nin dnwamilvmasiuiihera) ssataeasls
Wadu (16.1 nfu WuzpadanilaFihanady) uarasatawmues (45.6 a3y 1iums
Hihmadn) muddu

msusnuaziashiuignd
asanaaaalavlasy

ihmsatanaalsWedy (14.9 ndn) wusnuasinhivdgnilasasdinilasinin
nsWiiaL (silica gel, 60 PF,,,, 250 n3n 1d352Uu%s n-hexane—CHCI,, CHCI, Uaz
CHCI,—MeOH laofay iinBnasaasiihasaeiieiitn) sansausnldas 12 naw
(C1—C12)

snay C10 disugnaafmymeanilasanings®  (silica gel, 0.063—0.200
mm, 125 n34) 52698 n-hexane—CH,Cl,, CH,Cl, uwar CH,Cl,~MeOH laadn quiw
Whinaszasamuea) 16 11 nqudas isthngudesil 3 wandadansanilasninnm

W (sruugs CHLCI, and CH,ClL,—MeOH) enueneihinugnsamaaadnilasninni
(I¥szuy isocratic, 0.9% MeOH lu CH,CL) wuhlaas 3.2.10(1) (7 fadniu 1ilu

o - H v
ma«mqﬁmammmaaau)
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3.2.10(6)

FINESNAN C11 waz C12  waniunuenlasasdiilasinInani (silica gel,
0.063—0.200 mm, 150 n91) %68 n-hexane—CHCL,, CHCI, uas CHCI,—MeOH oy
Aag pRNUTINasTasdharanaiian) 1 15 ngudas

1 L] 4 o aF - | Ll =1 Q‘J’ o
nantaat 6 hauanlasasanilasininnnileedn 3 a5 legldsuuns

-

viutin 16l artonol B [3.2.9(3)] (14 fiadnsn (Hundngudinddusau) mp. 267—270
°C.
nqudasd 5 snuendseednilasninanil 2 ase (Wéae CH,CL,

uaz CH,Cl,—MeOH) l¥dn 3 naneoy

ﬂeg'mfaﬂﬁ 1 dauandassasauilasininanil (Fszuunzdn) mu
mmhinusnaamoasdndlasininnad (l¥ssuu isocratic, 0.9% MeOH Tu CHCL) wWu
118515 artonin F [3.2.10(4)] (2 fisdnsn Wurasuivdimiassau)

naudanil 2 hinuandieradnilesntnnd 2 A%t aunsousnld
cycloartobiloxanthone [3.2.10(5)] (15 Hadniu L'ﬂuwﬁngﬂL%uﬁmﬁaﬁfwmmﬁu)

nejutiaaﬁ 3 dausnsashensuilasiinanil (1Fszuu isocratic,
0.9% MeOH lu CH,CL) awnaamsuanaamisaaamilasininnnil (1d5zuy isocratic,

0.8% MeOH Tu CH,C1) lams 3.2.10(2) (7 fadnsy hmwawidduibaassu)

#15aNAININER
A ar @ s v o L [y
ihansanawmuea (40.3 asy) musnuasyiliuigndlezeadmilesininan
=y« = . a Lo
Hnllai5y (silica gel, 60 PF,,, 250 n3u l¥ssuunz CH,Cl, CH,Cl,—EtOAc, EtOAc,
EtOAc—MeOH uaz MeOH latfas TiAvUSnesoassnasmesiinion) dansousn

T 17 ndn (M1—-17)

218



3.2.10(7)

angu M7 Mnugndameasdmilasmninanil 2 a3 zzday CH,CY uas

CH,Cl,—MeOH lagdiot quinUSiiassaaumuaa wuhldas  artoindonesianin €

[3.2.10(6)] (2 #iaansy turesudadmiasdan)

Artorigidusin A [3.2.10(1)]: {Hwwawdadindashaaseu mp. 224-226 °C;
IR (KBr): v
1451, 1401, 1370, 1262, 1183, 1095, 1028, 863, 802 cm ; %aya 'H-NMR uaz
B NMR udadlumsedl 3.2.10(1); ESMS: m/z (rel. int.) 435 [M+H]  (100);
HRFABMS (positive ion mode): m/z 435.1446 [M+H]' (fnnedwmsu C,.H,,0,+H,
435.1444)

3535, 3434, 3159, 2964, 2913, 2855, 1662, 1615, 1560, 1515,

Artorigidusin B [3.2.10(2)): Juzesutvddiniisaseu IR (KBr): v

max

3383, 2968, 2924, 2852, 1727, 1659, 1578, 1486, 1435, 1350, 1267, 1178,
1159, 1113, 1085, 822 cm '; Yaya 'H-NMR uaz C-NMR uFasluen i 3.2.10
(1); ESMS: m/z (rel. int.) 409 [M+Na]' (100); HRFABMS (positive ion mode): m/z
387.1802 [M+H] (Muindwiu C,,H,,0,+H, 387.1808)

&
nrinedaugn aneganwm

3.2.10[7)

& = e X . 1 &
AENAFDUVETNTIMN dlﬁ']ﬁﬂ_]'i'ﬂlﬂq Desjardins LLasfiue AIUNTLAN

& . . =
19 Plasmodium falciparum (K1, multidrug resistent strain) 1538204 Trager LLas

3.2.10(8]

o ) i & i .
Jensen MINATBUOND antimycobacterial @aL¥d Mycobacterium tuberculosis

H37Ra 175289 Microplate Alamar Blue ™"
= «, ' g o . . . !
N1TNATDUNNT AU R e BBAa12I5 9 human epidermoid carcinoma Fo311n (KB),

human breast cancer (BC) 1182 human small cell lung cancer (NCI-H187) cells 1% colorimetric
method 404 Skehan nazpmg® >

ﬁ“ <l 4
NANSNAFBUONENNE 1AW uFalumsen 3.2.10(2)
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3.2.10(8)

@139 3.2.10(1) %aya 'H (300 MHz) uaz "°C (100 MHz) NMR #84a15
3.2.10(1) (lu acetone-d,) uaz 3.2.10(2) (lu cDCL,)

Position 3.2.10(1) 3.2.10(2)
5, 5 s, 5
2 161.0 . 157.9
3 112.1 122.2
4 180.9 181.8
4a 104.9 104.8
5 13.14, 5 163.2 12,75, bry 161.9
6 6.24, d (1.9) 99.8 6.22, s 100.1
ki 9.80, brs 164.5 159.5
8 6.56, d (1.9) 94.9 100.7
Ba 157.5 152.0
9 2.35, dd (16.6, 2.0) 22.3 3.81, s 48.7
2.44, dd (16.0, 6.8)
10 3.97, br d (6.6) 37.7 201.0
11 145.4 2.30, s 30.0
12 4.30, br s 111.7 2.52, m 19.1
4.63, brs
13 1.75, s 21.8 1.60, m 42.2
14 8.75,d (10.0) 117.2 70.5
15 5.74, d (10.0) 129.7 1.26, s 29.3
16 78.3 1.28, & 29.3
17 1.44, 5 28.0 6.55, d (10.0) 114.6
18 1.46, s 28.0 5.51, d (10.0) 127.2
19 78.0
20 1.43, s 28.2
21 1.43, s 28.2
1 107.1
2 B8.02, brs 145.3
3 110.4
4 145.4
5 7.59, s 137.3
6 128.8

Assignments were confirmed by COSY, HMQC, HMBC and DEPT experiments,
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3.2.10(9)

£ . . . . .
M1974 3.2.10(2) nd Antiplasmodial, antimycobacterial Wa2 cytotoxic ¥8IFT

3.2.10(1-6)
Compound Antiplasmoedial ~ Antimycobacterial Cytotoxicity
(IC,4» Hg/ml) (MIC, pg/ml) (IC,,, Mg/ml)
KB BC NCI-H187
3.2.10(1) 7.9 50 Inactive’  Inactive’ 5.7
3.2.10(2) Inactive’ 12.5 Inactive® 12.10 15.63
3.2.10(3) Inactive” 100 Inactive’  Inactive 1.26
3.2.10(4) 2.4 6.25 Inactive’  Inactive’ Inactive’
3.2.10(5) 3.7 25 8.56 4.23 11.83
3.2.10(6) Inactive’ 12.5 8.4 7.7 7.1

“Inactive at 10 pg/ml; " Inactive at 20 pg/ml.
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[1]

L] LEUMEUREY "It MOLILLUNEUNED "I
LBRLBBUMNBIUIY LUBLBRUMNBIAZIOY

tLUbLWIf) BEDR LBULEARILRLYLY Be RLLNCLN LuLERR LRLBLY "1 Aubrete Liunp ew
MANLYILE “ft BATLBRLE “1E
LOPLBLRALEIL LUBLULBULATIY

eLutewnyfiets NBILRLBLLE LE RELRELH RUILRLBLY ‘8M BULGRIURY RBINE "t
BATILWRLL 1t BUTILYRLE “1e
LBRUSLBUALIMY LBPLBLRULRNY

tLUbEUI M RENR RBILRLULY By RELNCLH RUILRLULY 18 faceLpe punb Lo
BABLBRLE e BATILIILE ‘Tt
LOBLBLBULATIY SBRLMLBULIHY

tLUtLU NI fELR EUILRLWLY gl RELILL UILRLLL "8 eULBRR UL Lg “L©
BANLWIELE "R MANLYIRLE 1t

LURLBLRULANY LBELBLRULAIIY '
sLuteu ) Bens RUIRLBLL ¥ ELURLB]LIKEY RUILRLBLE gL faceLpnip BLryE "tw
LLuLRe LLuLeg
HEEMLULOE wubge BHATILY | LLUBLWIM]NIUNLYS BuL ML eUprLn-eg
nnkep ELUDEDRLELRIEIE

T

RELREBURLRRLE
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(2]

BAYILBIELS Pt

LWRLSLBULRIY
eennuuizenu)Lisisgnn HRUBILRLI wLfafisepLRuUn [EUILRLBLY elihaee peulenn 11
BATILWRLE *1E BUTILBNLE "¢
LLUBLU) M} RELD LBRLBLBULAY SBURLBLBULATD
uerfsfeeitRuprRLY RUILBLYLIE uesLsfieiLAUpUR RUILRLYLLE ZHOLRARLIOLANE BHOBLA O
BATILBLE “rE PATILYRELE *1E
cLutew ) Bena LIBBLMLBILATOY LBPLBLAULAMY
ueiLiefagiLAupreLy MEBILRLULL ueILBILLAUPUR MUILALYLL LUDEABILREU CMBLE "2 R 6
" runipnee e BATILBILE “1g
LBRLBLBILADY LBPLBLAUL2MY
SRUN AP RY LI RUIRLBLY | T8 WM RLLNLLN MUILRLBLL e elgreneaeg umbhewm 8
BUNLBRELE 1t BATILISTELE "1t
SUBLBLBULATEY LBRUSLBULIMY
eLuneuiriets RILLEBLLE gt RELICLR RUILRLBLY '8 eliug tunen ‘e .
BATILBTELE BANLBRLE
TE LBBLBLBUL T LBRLBLRUL
ATOW MLULRREIM]BUI RMW MUSTLRRR|H] WU
LLurL LAy ens LRLLRLE ‘e RLLNELLR LRLLRLE "We fagerek ujee "g'n 9
LLuLRt sLuLRt
HABEAMLEILEE BuLe DUNLE | LLUBEBR]BUILY Uy: BRUILY slgNLH-BR
sy ELUBLU]RLELRIBIE
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[3]

BAILIBILE Fe BAILUMLE “IE
LBELBLAKLSIIY LURLMLBULEIY
uLiiispnvzeLAUreLY EWILRLYLY w)LbigpLAupun MYILRLLLL LIRE RELALIL LI
BANLBLE TN MANLBNLE 1t
W CORLBLRULAMIY LBRUBLAULATIL
LB NNB2LANMALBULHRRIMILY MWILRE LY wLfsiiLpiAupun MEBILRLLY wredantt Leph e 91
MANLBILE "1 BANLYNLE °1
uenfoibeinyae SBELBLRULRIIY LBRUMLRULAMIY
BBLAUPELEELY tenu|Liafagline EUHRLBLY uLisfagpuRupun MUILRLBLL LUBLE BULLRERLIL S
MANLBNLE re
LUBLBLALAMIY
LennLsL N Lisisgnace REUBILALMN w LB iLRUBUR PEUURLBLY ME3LNE MELLMK "RH bl
BANLBILE 1t .
LBELBLRULSMIY
tenniripzenuLbiicpne MLRUBIKAEN uLiafseniaugun RYILRLBLE CLULE RMABLA €]
MANILBNLL P
LBRUBLAKLAMIY
tenuLisfaenne BUIZL[LELBEBLAULY w)LisigiLAUpUn EUHRLBLL LBRERUEM BLLUR "B'n Z1
LLuLRL eLuLRL
HAELAMLERLOE wuLp MIMTILY | LLUDEUIH)EHUILY T3 SANLY sLBRLIL-BZ
nnkep LLUDLB]HELLLRIBHI
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[4]

DATILIILE 1%

PANLILE 1t

tLunewinyBer LBELBLRUERMIY LBRLYLAULEMY

ufofagpnuaciaupey MILALVLL RLLALLY HUILRLILY nIBLEU BLBUINKRLI ‘€T
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BLELBNEY Tt LBRLBLRUL
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. LUTLILM

Buaie it genyu PUNLBRLE 1
LI RENLBLLISLBUL LBRLBLAULRIY

LABBLMANG MIMBLRM]ELULLBILR) MY HWILALBLL wLfsfaEnLRUBULL [EPILRLWBLY BLBMLTL BLNE “R°1 02
nunner
Tt LBELBLRUL

eennLbLwrenuyLisisgne neUEILARLN wjLisfagnuRupun AN RILRLBLL RENLEIL[ LOLY B 6l
MUNNER “% HUNRER *r
LBRLBLRULMY LBPUBLRULEMY

eLursu npRerg Lenujtfofacnne EUILALBLY wiLfefaeniaupun PBYILRLBLS LRULToK| LI BubRALL 8]

sLuLREL BLULRL
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LUBLBLBUELAMY
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