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Chemical Constituents from the Twigs and Stems of Clerodendrum serratum
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Abstract
The methanol extract from the twigs and stems of Clerodendrum serratum, upon chromatographic
separation, yielded one new compound [bauer-9-en-3-one (1)] and three known compounds [spinasterol (2),
spinasteryl—ﬁ—D—glucopyranoside (3) and sucrose (4)]. All structures were determined by 1D ('H and "°C) and 2D
(COSY, HMQC and HMBC) NMR spectroscopic data. For known compounds were compared with those reported

in literatures. Three compounds (1, 3 and 4) were isolated for the first time from the twigs and stems of C. serratum.
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wintnglafinndaliugldanuareatiandslauinisdneuasuvaiafiinisfnsiesdniiosvintu Gedaanang
(Clerodendrum  serratum) fiflunilsluiunszideyanisideiias

dnRnang (C. serratum) \Judafetluaed Verbenaceae Wiananuna9394 (Clerodendrum) Hilszann
560 gtim wulutlszinalneies 35 18in uaz 1 Wug (Leeratiwong, 2001) C. serratum Haaviediiudu 7 18AANITT
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(nans, Welua), ulisdn (@ense), Adle, Fede-a18e9, nednze, aufl (neiitas-uddasaan), Aulala (nuivdes-

] ° v v

AUWaLNES), upsaAn (wila), 1e3niln, nuanunefic, wanansinau (Fealu), dafinevenn, winfiiuse, g, fee
(18e) uaz INuALE (UsnauLf) (Smittinand, 2001) @33nAMA8EARNINT Ty, 570 wazsu 1inwisadnamans 50
doaduianuzuiig doalussuuniamumala ufivauiin aanisle uild LLﬁmmﬂ?mﬁm\wgﬂﬁ@m?é’nmuf;@%qm@q
Twssayn uinRwdien a1@eu daelussuunistasens duay wfernadesns whdanniefies daulu uleins
Unpfswy andsreiteds ufnaenansniay ufernsiumiiien ufeinisgnides asiouifuiuifiesdn uieins
Fanties wamu anacuduladin FuRnieuneuinld wilidudu uiliith 9auieinisidune resniay uinewda
aniau ufilandfias (https/mwww.samunpri.com/daAanans) Aaluana Clerodendrum tiluunasnas tamainu
(diterpenes) (Tian et al., 1993, Achari et al., 1990, Lin et al., 1989), & CRECLL] (steroids) (Akihisa et al., 1990,
Akihisa et al., 1988), B3AaE6 TuTumnainu (iridoid monoterpenes) (Calis et al., 1994), Tnsmasny (triterpenes)
(Dong et al., 1999) uazwalau (flavones) (Tian and Sun, 1999) (Barua et al., 1989)
ANNNIRLALINEIIUNNSARERAEnTes nusBaunAteREaUeFUszneumnaaiianluaesdaRnans
(C. serratum) W1 iridoid glucoside @13 114 a1uauW 2 @9 Ae 7-O-p-coumaroyloxyugandoside (5) a e 7-O-
cinnamoyloxyugandoside (6) WAz phenylpropanoid glycosides a114214 2 413 A8 acteoside (7) LAz martynoside (8)
(Wei, X. M., et al., 2000) Tt A.A. 1979 Nair, A. G. kaAULe Wi a-spinasterol (9), apigenin (10), luteolin (11),
baicalein (12), scutellarein (13), 6-hydroxyluteolin (14), caffeic (15) waz ferulic acid (16) ?QN‘V‘F@ glucose, arabinose
waz glucuronic acid a1nluaes C. serratum (Nair, A. G. R., et al., 1979) lull A.A. 1997 Jaya, B. G. WAZAME LeN
10, 11, 13, ﬂ—sitosterol (17), 24(8)—ethyl—cholesta—5,22,25—trien—3ﬁ—o| (18), ursolic acid (19) a e 5-hydroxy-7,4'-

1=

dimethoxy flavone (20) lfannanfiuaes C. serratum (Jaya, B. G., et al., 1997) wazgalalsaarunisisenaaiy
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10: Ry =R, =H, R3 = OH

RQ/\/COZH 11: Ry = H, Ry = R3 = OH

HO 12: Ry = OH,R,=R3=H
15: R = OH 13: Ry =R3=OH, Ry = H
16: R = OCHj 14: R; =R, = R3 = OH
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ANNANGL) aLWNZﬁﬁﬂﬁ‘\‘m’éﬂw‘ﬂ\mwﬂiiﬂﬂuﬁLLﬂﬂiﬁﬁﬂﬂNﬁtﬁ‘&l@ﬁﬁﬂgﬁmﬁj@ﬂ%‘mLﬂﬂiﬂmiﬂ“ﬂ (IR ka2 NMR) Baz/4i5a
WReuifendeyn 'H uazaite °C aulnaiu fugnsilfmenuliui
mMsAneilaseasaesanstssnaufiuenlianniuasdduaedannang

1: Bauer-9-en-3-one

a3 1 danwouniluresudidnnn dqanaanimian 199.0-202.0 astadaa (0L, % +34.00°, ¢ = 0.10, CHCI,
IR avnmdu Lm\umumi@mﬂﬁuumﬁ 1709 cm” (MyaFuaiia) andeya 'H NMR aulnaiu ([51’1?’1\‘117‘1' 1) Uang
”ﬂ;ﬂpm‘ﬁ'lﬂuﬁﬂwmxL@Wﬁ:mmimmﬁﬁu Aa undryoy naeamiiadaunan (methyl singlet) [0, 1.07 (2 x CH,),
1.21,0.81,0.79 LAY 0.77] LAZARILNTAAAULLAN (methyl doub/et)‘f/‘ll 5H 0.89 (J=6.5Hz) haz 0.83 (J=6.0 Hz)
winulsmen (methylene proton) & 0,2.72 (1H, ddd, J = 15.5,13.5 uaz 6.5 Hz) uaz O, 2.40 (1H, ddd, J = 15.5,
5.5 uar 3.5 Hz) inuualiiiilulilsnew H_-2 (BH) uaz H.-2 (OH) muasy %qﬂmﬂgmqﬁmmmwﬁ'ﬁ Hia9annHaT

wanlalainstln (anisotropic effect) énmmgm%u@ﬁ@ﬁmaﬁ‘u@uﬁmmmﬁ'mu I@ﬁ?\lﬁﬂ‘fﬂm@uﬂmﬂgﬁmmﬂmﬁ o,
5.29 (d, J=6.5 Hz) ﬁmumlﬁfaﬂﬁﬁmmﬂmﬁmwﬁ 11 "°C NMR gdnmiu (mmﬁ' 1) Usng) 30 deyeynau 294 30
ANFUAU LfgmﬁfyiyﬂmﬁﬂmﬂfmL%@ﬁr‘uﬁ‘m%@u (quaternary carbons) (5; 217.30, 147.41, 47.64, 42.80, 39.30, 38.18
uaz 36.75), undryrynnuaasianida1iueis (methine carbons) (5C 115.61, 59.59, 53.26, 51.99, 41.04 uag 30.77),
Windryqynsmesiuiiauaniueu (methylene carbons) (0, 36.64, 36.07, 35.86, 34.89, 29.62, 28.18, 26.27, 22.57 Ua
20.15) uazuiladyry nsmeaiianniuau (methyl carbons) (O, 25.53, 22.99, 22.10, 22.04, 21.64, 16.95, 15.29 Uay
13.98) a1ndiaya HVBC (119197 1 uaznwdl 2 (a) 189 CH,-25 (3, 1.21) RAnadiiusiiu C-1 (3, 36.64), C-5 (O,
53.26), C-9 (O, 147.41) uaz C-10 (0, 39.30) uazlaaniinlilsnan H-11 (4, 5.29) AAudniusiu C-8 (0, 41.04),
C-10 (8, 39.30) uaz C-13 (&, 36.75) nailtutusnumisres CH 25 uazledfliniusmew H-11 faya HMBC (1197
711 uazn i 2 () 289 H-1 (3, 2.09), H-2 (8, 2.72 uaz 2.40), CH,-23 (8, 1.07) wax CH.-24 (3, 1.07) Spanudasing
AuAIFLatan1FLALY ‘u'ﬁydﬁmﬁ?mﬁ@mﬁmuqmwﬁﬁ C-3 (é; 217.3) u@n@’mﬁyﬁmﬂa HMBC ([51’1?’1\‘1‘171‘ 1 WaznWi
2 (a)) 284 CH,-26 (O, 0.79) HA2udNRUSHU C-18 (O, 51.99), CH,-27 (0, 0.81) HANANNUSAY C-12 (I, 29.62)
WAy C-18 (0, 51.99), CH,-28 (0, 0.77) A2 uANNUTAY C-17 (O, 42.80), C-18 (O, 51.99) Az C-19 (O, 59.59),
CH.-29 (&, 0.83) HAruduwusiu C-19 (J, 59.59), C-20 (0, 30.77) uaz C-30 (0, 22.10) uaz CH,-30 (0, 0.89) {
ARSI C-19 (8, 59.59), C-20 (8, 30.77) uaz C-29 (3, 22.99) wailtudumumisres CH,-26, CH,-27, CH,-
28, CH,-29 uaz CH,-30 MNANAL Alnaslainldunniaes 1 asunafoanaaad NOE Lﬁﬂﬂ?zﬁuﬁmiﬂuﬂiﬂimu H.-2
(0, 2.72) M iideyry1nswes CH,-24 (0, 1.07) uaz CH,-25 (O, 1.21) Fuau Lﬁ@nizﬁuﬁmﬂmu’mimu H-8 (0, 2.07)
sl dtyey1nuTee CH,-25 (5, 1.21) WAz CH,-26 (5, 0.79) iaiiu AINuaTiLING4n H -2, CH,-24, CH,-25, H-8 Az
CH,-26 gnaatifnuwngaiuaesiuana Aafnwuii anaslanidy i 7 ldgnnsaniualaanaes NOE
atislsfinudadnans 1 ﬁmLm'?r'I@Lm‘jﬁmﬁwﬁrmﬁ@u‘ﬂﬂngéﬁqﬁyuﬁmmm bauerene andeyanesLneinsiulnsas

2984 1 A9 bauer-9-en-3-one (M 1) Aatiuanslusilunguueslasmaiing
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2: Spinasterol
ans 2 Aanwundunangilisliiad Hqnvaeuman 156.5-159.5 avAaaidoa [0, +10.91°, ¢ = 0.11,

i
#1 3454 cm” (ny{lamsanda) aandaya 'H NMR alnniu (a19199 1)

CHCI, IR AlNAFN LARILALNIIAANALLAY
Usn)frynrasreannugiig %qﬁmwnqﬂ'm@ﬁﬁﬂ?mﬁ@ (teritiary methyl group) dsngifudaindn 7 0, 0.55 uay
0.80 NnunLily CH,-18 waz CH,-19 AMNATAL ATyt uIBIAI NN LTALAAATINTA (secondary methyl group)
Usnguduin (double) i 8, 1.03 (J = 6.5 Hz), §, 0.80 (J = 6.0 Hz) uaz &, 0.85 (J = 6.5 Hz) Avuaiflis CH -
21, CH,-26 U8z CH,-27 AnNa AU tsngdtysunaiaeansfinsusidiudia (primary methyl group) dsangiiluvisuinédn
(triplet) 189 CH3—29‘1'71| 0,0.81(J=7.5Hz) amz@mﬁmmmi@ﬁ?\lﬁniﬂim@uﬂﬂngﬁ 0,5.16 (dd, J = 15.5 uay 8.5
Hz) way 0, 5.03 (dd, J = 15.5 uaz 8.5 Hz) gnitvuatilunsnudleddfinllsnau H-22 uay H-23 Aua AL
T@ﬁ?\lﬁﬂiﬂimuﬁmﬁ@ﬂmngﬁ 0, 5.16 (brm) gninuueilu H-7 @@n%mimuﬂiﬂm@uﬂmﬂgﬁ 0,3.61 (tt, J=11.0
Az 4.5 Hz) mmﬁmmmiﬁjmuﬁﬁma (J = 11.0 Hz) gnnwuailu o-H-3 °C NMR alnmia (m’m\‘rﬁ' 1) deng 29
Aryoynnd 189 29 ANFUAU ANNAT YN LIadARIasTIANTLIAU (quaternary carbons) (5C 139.55, 43.26 war 34.19),
Audadtynyrnuaeaiminnsueu (methine carbons) (O, 138.17, 129.39, 117.44, 71.05, 55.84, 55.10, 51.23, 49.40,
40.84, 40.22 uaz 31.86), Windtynuiuaeanidauansuau (methylene carbons) (0, 39.42, 37.96, 37.11, 31.45, 29.61,
28.51, 25.39, 23.00 waz 21.52) uagnndyay ouaeaiufiaansueu (methyl carbons) (0, 21.36, 21.10, 18.97, 13.04,
12.25 way 12.03) anuaRtAunAaullsnay memuimuf‘ﬁﬂmauﬂ‘mngﬁ 0,0.81-2.03 a1nfiaya HVBC
(NINF 2 (b)) 289 CH,21 (&, 1.03) WAAIAMNENTUETY C-17 (5, 55.84), C-22 (5, 138.17) uag C-20 (&, 40.48)
WAy H-22 (d 5.16) LAAYAIINANNUSAY C-17 (é; 55.84) 119341154 (side chain) 184 2 \Fausaiy C-17 194
Tasagirenan ufaﬂmﬂﬁ”fﬁw‘@ HMBC (Nl 2 (b)) 283 CH,-19 (0, 0.80) UaAIANNANWUETL C-1 (0, 37.11), C-9
(O, 49.40), C-10 (8, 34.19) uaz C-5 (8, 40.22) waTitudumnumitres CH,-19 uaz H-14 (8, 1.80) uanIARTANLE
U C-8 (O, 139.55) uaz C-7 (O, 117.44) Lvuandniuszailusunufiarumsy (trisubstituted double bond) 2/

AL C-7 ALnas LA NANAN T84 2 221919 H-3 way H-5 wudniluda (cis) asunsfiaanadas NOE Lﬁ@m:ﬁuﬁ

v
4 o o

wiialdsmau CH.-19 (&, 0.80) Taildvilidtynyruaes H-5 (0, 1.38) Linaiu @19 2 Hainaslandduinsinilan
spinasterol %98 chondrillasterol auAnFnaan spinasterol AT9AMBT LALAN 7 c24

wWrauwaudeya °C NMR uar "H NMR 284 2 iU spinasterol (Kojima et al., 1990) wa¥ chondrillasterol
(Wandji et al., 2002) wudn In§ iR usuansineiuipidainges CH,-26 uay CH,-27 @19 2 Htyrynnsnesmyjiniia
vaaeelndiAeaiiaes spinasterol Elanfi%fu%]mﬂ@ °C NMR 294 2 IndiAaafufiuae spinasterol faiiugns 2 Aa
spinasterol (m‘wﬁl 1)

3: Spinasteryl-ﬂ-D—gIucopyranoside

a3 3 anwoiureudadnnn Hqavaauiman 262.4-262.7 asauaaiisa [OL,” -90.00°, ¢ = 0.10, CHCI,

IR aLnm3N uanauwaunnganauuasi 3410 cm” (uylansenda) wrauinaudeys 'H NMR awlnniuaes 3 i 2

9ATIMENAERTYTNN TN 23 (R1TUT 3) Tuenau - SurAl WA 2561 1335



UNAINNIRE

(AN9197 2) WU T AN HOLL NN ZIRIVLRE AR S04 (sterol unit) TimEl o [0, 5.21(1H, dd, J = 15.5 Uaz 9.0 Hz)
waz 0, 5.07 (1H, dd, J = 15.5 uaz 9.0 Hz) 1w udleantinllsnau H-22 uay H-23 Auanay, doyaunnsusenda-
WaN (broad multiplet signal) gaaleantinllsnawd 0, 5.17, Aryryrnswasaaniiwlnillilsneu H-3 {9, 3.93 (1H, m))
219999 18 (ring A) 1a9MUltdLFnsen wazunusufia {0, 1.08 (3H, d, J = 6.5 Hz), 0, 0.91 (3H, d, J = 6.5 Hz), O,
0.88 (3H, d, J = 7.5 Hz), 0, 0.86 (3H, d, J = 7.0 Hz), 0, 0.72 (3H, s) 4z O, 0.58 (3H, 5)}] ANUANGINILNINNTDN
3 uAL 2 AR zﬁ“m;apm‘?iLﬂuﬁﬂwmxqummmm‘fmm wauluwuainldsman (anomeric proton) 7 5H 4.93 (1H, d, J
=8.0 Hz) fm;_niéi’ml,uﬁwmﬁqum Tmﬂﬁma‘mqmﬂmmﬁmmma‘@'mu zﬁ“ﬂ;ﬂpmmmiﬂamu%u ’l m@qﬁmmﬂmﬂg‘ﬁ'
0,3.91 (1H, m), 0, 4.18 (1H, t, J = 8.5 Hz), O, 4.13 (1H, t, J = 8.5 Hz), 0, 3.89 (1H, m), O, 4.48 (1H, brd, J = 12.0
Hz) waz O, 4.31 (1H, brdd, J = 12.0 Ua% 5.5 Hz) %qgnﬁmumﬂu H-2', H-3', H-4', H-5', H_-6' kA% H_-6' AMNATAL
”a;mym‘llﬂm'ammmiqmﬁﬁmmqﬂﬁmumim%mﬂ@ 'H-'H COSY uaz HMBC anuaismiszaasinana Ae nglag
(glucose) "°C NMR atdnmiu (ﬁl']'j"]\i‘?]l 2) Us1ng) 35 Afuau vmmi‘uamﬂuﬁmmﬁmmmiﬂaiﬂh&‘ﬁ?ﬁ.ﬂumumm
v anaRfinAT5UEY (hexose moiety) (0, 99.91, 76.05, 75.90, 72.80, 69.43 Uaz 60.61) fAsHAT o 1199 T LAY
an 29 dyyroufuaesdiiaseanas azlnalau (steroidal aglycone) Aa wndrytyruaasiuiiannfuai (methyl
carbons) (50 19.46, 19.17, 17.05, 10.91, 10.36 waz 10.09), Windryyruaasiufiauanfuai (methylene carbons)
(O, 37.44,35.13, 32.40, 27.77, 27.69, 26.68, 23.50, 21.12 uay 19.52), Autdadnynyrauaeanlnidaniueu (methine
carbons) (é; 136.42,127.42,115.62, 75.03, 53.84, 53.10, 49.27, 43.37, 38.94, 37.97 Az 29.96) LL@%@WNﬁmewﬂm
29929 MBSUTTANTUAY (quaternary carbons) (0, 137.29, 41.26 uay 32.33) aMndieya HMBC uauluiwesnilsmau
(anomeric proton) 7 0, 4.93 Hpauduiuiiu C-3 (0, 75.03) tanendiniadendevesinalalafreudnetiinia
Laaiasand i C-3 (0, 75.03) mn%@g@ﬁﬂmqm%wﬁu TAs94%19999 3 Aa spinasteryl-f-D-glucopyranoside
(Qi, J., et al., 2016) (MW# 1)
4: Sucrose

a19 4 Hanwunifunanlalifia Jqauaeuiuan 175.2-176.9 asAaaidod [OL],”° +78.37°, ¢ = 0.25,
pyridine IR @tdnmiu me\umumiqmﬂauumﬁ 3373 cm’ (Mgiami@ﬂ%) A ndeya 'H NMR awlnmiu ([51’1?’1\‘1“7{ 2)
ﬂmﬂgﬁmmﬂmm@aﬁ”ﬁm@mwuw z&ymﬁmﬁumﬁmﬁﬁﬁmqﬁmmmi@jmumﬁ'ﬂ 7 0,5.94 (J = 4.0 Hz) gninuun
FuneuTuueinTlsneuaasmisgtiiaia anAafidadn (chemical shift) wargtluuunisumnaen (spliting pattern)
1esTil3naudl daureseendiuiaullnay 7 0,4.28 (1H, dd, J = 12.0 uaz 2.5 Hz) uaz O, 4.14 (1H, dd, J = 12.0
WAz 4.5 Hz) %'\1LﬂuﬁtymﬁmﬁLﬂuﬁﬂwmzmm:mm H-6 1aeuaenglag AeanTufiaullsneu 7 0,4.07 (2H, s), 0,
4.05 (1H, d, J = 12.0 Hz) way O,4.13 (1H, d, J = 12.0 Hz) Gaflultlsnauaes H-1' uae H-6' 1eandaazaing
(fructose unit) ANANAL FafudewiseTeinna Ae nalaa warzalna drynyrauresvienglas uasvgainag
gnnvuatag 'H-"H COSY allnmniu uazaduduwis HMBC "°C NMR ailnmia (mm‘ﬁ' 2) dsng) 12 Afueu a1

Ay uresiuiauaiuau (methylene carbons) (5C 62.90, 60.25 LAz 60.12), wiladnyyruaasninidanfuey
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(methine carbons) (0, 91.31, 82.03, 78.25, 73.09, 72.67, 72.63, 70.98 Laz 69.40) WATMINATY 1 Ta9AALNDS-

wisANSUaY (quaternary carbons) (0, 103.35) dryrynutiaandesiudyyimaesgiasa faagldtiudulaanismii
Ufiseneviaiiiadu (acetylation reaction) 289 4 'H NMR dillnmfu (197197 2) 29I YN UTELTINN (Ack) sng

o

wonmesmieglasa saufuiumiallsnausasulavgeziaiia [0, 2.18,2.12 (2 x CH,), 2.11, 2.10 (2 x CH,),
2.05 uaz 2.02] uardaya "°C NMR ailnniu (m’]ﬁ‘%‘i‘ﬁl 2) Ung) udaaniuatianiiueu (é‘c 170.68, 170.47, 170.08
(3x C), 169.90, 169.65 uay 169.50) sauriuriuutlawlminniueu (O, 89.89, 79.07, 75.65, 74.94, 70.23, 69.59, 68.46
LAY 68.18) ANNLNRABAITUAY (é; 63.61, 62.84 LAz 61.71) meﬁqmmmuﬁm‘?mu (5c 103.96) Lmzqmﬁ’m
tudulnenisifsauinaudeya NMR 189 Acd AU EURaUnTinTIee sucrose octaacetate (Nishida et al., 1986)
anfeyaiesunednediu Tnseasneaes Acd A sucrose octaacetate AfinssealBuda faifuans 4 Ae sucrose

(AW 1)

A15999 1 uansdiaya "H NMR (500 MHz) waz °C NMR (125 MHz) in CDCI, 984413 1 UaY 2

TR EN 1 2
O, mult., J (Hz) 0. (ppm) | HVMBC o, mult., J (Hz) 0, (ppm)
1 2.09 (ddd, 13.5,6.5, 3.5, | 36.64 C-3,C-5,C-9,C-10 | 1.80 (m, 1H); 1.06 (m, 37.11
1H); 1.78 (m, 1H) 1H)
2 H,:2.72 (ddd, 15.5, 34.89 C-1,C-3,C-10 1.79 (m, 1H); 1.36 (m, 31.45
13.5, 6.5, 1H) 1H)
H,: 2.40 (ddd, 15.5, 5.5,
3.5, 1H)
3 - 21730 | - 3.61 (tt, 11.0, 4.5, 1H) 71.05
4 - 47.64 - 1.70 (m, 1H); 1.25 (m, 37.96
1H)
5 1.35 (m, 1H) 53.26 C-4,C-10, C-25 1.38 (m, 1H) 40.22
6 1.46 (m, 1H); 1.38 (m, 35.86 - 1.74 (m, 2H) 29.61
1H)
7 1.23 (m, 2H) 28.18 - 5.16 (brm, TH) 117.44
8 2.07 (m, 1H) 41.04 C-5,C-9 - 139.55
9 - 147 41 - 1.64 (m, TH) 49.40
10 - 39.30 - - 34.19
11 5.29 (d, 6.5, 1H) 115.61 C-8, C-10, C-13 1.59 (m, TH); 1.44 (m, 21.52
1H)
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71599 1 (si8) wanediaya 'H NMR (500 MHz) Uag "°C NMR (125 MHz) in CDCI, 784413 1 4az 2

UNAINNIRE

ZRIREAEN 1 2
O, mult., J (Hz) d. (ppm) | HMBC o, mult., J (Hz) O, (ppm)
12 1.44 (m, 1H); 1.26 (m, 29.62 C-9, C-11,C-14 2.03 (m, 1H); 1.22 (m, 39.42
1H) 1H)
13 - 36.75 - - 43.26
14 - 38.18 - 1.80 (m, 1H) 55.10
15 1.34 (m, 1H); 1.30 (m, 20.15 - 1.34 (m, 2H) 23.00
1H)
16 1.60 (m, 2H) 22.57 C-13,C-17,C-19,C- | 1.30 (m, 1H); 1.26 (m, | 28.51
27, C-28 1H)
17 - 42.80 - 1.24 (m, 1H) 55.84
18 1.60 (m, 1H) 51.99 - 0.55 (s, 3H) 12.03
19 0.98 (q, 9.5, TH) 59.59 - 0.80 (s, 3H) 13.04°
20 * 30.77 - 2.00 (m, 1H) 40.84
21 1.86 (m, 1H); 1.24 (m, | 26.27 - 1.03 (d, 6.5, 3H) 21.36
1H)
22 1.70 (m, 2H) 36.07 - 5.16 (dd, 15.5,8.5, 1H) | 138.17
23 1.07 (s, 3H) 22.04 C-3,C-4,C-5,C24 | 5.03(dd, 15.5,8.5, 1H) | 129.39
24 1.07 (s, 3H) 25.53 C-3, C-4, C-5, C-23 1.52 (m, 1H) 51.23
25 1.21 (s, 3H) 21.64 C-1, C-5, C-9, C-10 1.52 (m, 1H) 31.86
26 0.79 (s, 3H) 15.29 c-18 0.80 (d, 6.0, 3H)° 18.97
27 0.81 (s, 3H) 16.95 C-12, C-18 0.85 (d, 6.5, 3H)° 21.10
28 0.77 (s, 3H) 13.98 C-17,C-18, C-19 * 25.39
29 0.83 (d, 6.0, 3H) 22.99 C-19, C-20, C-30 0.81 (t, 7.5, 3H) 12.25°
30 0.89 (d, 6.5, 3H) 22.10 C-19, C-20, C-29 - -

* maybe interchange, ® maybe interchange, * not observed
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A15199 2 ugnsdiaya 'H NMR uaz °C NMR 289419 3, 4 Uay Acd

UNAINNIRE

AL 3¢ 4° Ac4®
5H, mult., J (Hz) é‘c (ppm) 5H mult., J (Hz) 5C (ppm) 5H mult., J (Hz) 5C (ppm)
1 1.70 (m, 1H); 0.94 35.13 5.94 (d, 4.0, 1H) 91.31 5.65 (d, 3.6, 1H) 89.89
(m, 1H)
2 H,: 1.94 (m, 1H) 32.40 3.98 (dd, 9.5, 4.0, 70.98 4.83 (dd, 10.2,3.6, | 70.23
H,:1.32 (m, 1H) 1H) 1H)
3 3.93 (m, 1H) 75.03 4.39 (t, 9.5, 1H) 72.63 5.40 (t, 10.2, 1H) 69.59
4 H,: 2.00 (m, 1H) 27.69 3.97 (t,9.5, 1H) 69.40 5.04 (t,10.2, 1H) 68.18
H,: 1.55 (m, 1H)
5 1.22 (m, 1H) 37.97 4.46 (ddd, 9.5, 4.5, | 72.67 4.26 (m, 1H) 68.46
2.5, 1H)
6 1.69 (m, 2H) 27.77 H,: 4.28 (dd, 12.0, 60.12° 4.14 (m, 1H); 4.28 61.71
2.5, 1H) (m, 1H)
H,: 4.14 (dd, 12.0,
4.5, 1H)
7 5.17 (brm, 1H) 115.62 - - - -
8 - 137.29 - - - -
9 1.60 (m, 1H) 43.37 - - - -
10 - 32.33 - - - -
11 1.55 (m, 1H); 1.43 19.52 - - - -
(m, 1H)
12 1.97 (m, 2H) 37.44 - - - -
13 - 41.26 - - - -
14 1.82 (m, 1H) 53.10 - - - -
15 1.79 (m, 1H); 1.56 2112 - - - -
(m, 1H)
16 1.30 (m, 2H) 26.68 - - - -
17 1.28 (m, 1H) 53.84 - - - -
18 0.58 (s, 3H) 10.09 - - - -
19 0.72 (s, 3H) 10.91 - - - -
20 2.06 (m, 1H) 38.94 - - - -



A15197 2 (8) wamnsdaya 'H NMR waz °C NMR 289413 3, 4 Lag Acd

UNAINNIRE

AL 3¢ 4° Ac4®
5H, mult., J (Hz) é‘c (ppm) 5H mult., J (Hz) 5C (ppm) 5H mult., J (Hz) 5(: (ppm)
21 1.08 (d, 6.5, 3H) 19.46 - - - -
22 5.21 (dd, 15.5,9.0, | 136.42 - - - -
1H)
23 5.07 (dd, 15.5,9.0, | 127.42 - - - -
1H)
24 1.57 (m, 1H) 49.27 - - - -
25 1.56 (m, 1H) 29.96 - - - -
26 0.86 (d, 7.0, 3H) 17.05 - - - -
27 0.91 (d, 6.5, 3H) 19.17 - - - -
28 1.42 (m, 2H) 23.50 - - - -
29 0.88 (t, 7.5, 3H) 10.36 - - - -
30 - - - - - -
1 4.93 (d, 8.0, 1H) 99.91 4.07 (s, 2H) 60.25° 4.15 (s, 2H) 62.84
2' 3.91 (m, 1H) 72.80 - 103.35 - 103.96
3' 4.18 (t, 8.5, 1H) 76.05 4.67 (d, 8.0, 1H) 78.25 5.42 (d, 5.7, 1H) 75.65
4 4.13 (t, 8.5, 1H) 69.43 4.78 (t, 8.0, 1H) 73.09 5.33(t, 5.7, 1H) 74.94
5' 3.89 (m, 1H) 75.90 3.98 (td, 8.0, 4.0, 82.03 4.18 (m, 1H) 79.07
1H)
6' H,:4.48 (brd, 12.0, | 60.61 H,:4.05 (d, 12.0, 62.90 4.31 (dd, 12.0, 4.8, | 63.61
1H) 1H) 2H)
H,: 4.31 (brdd, H,:4.13 (d, 12.0,
12.0, 5.5, 1H) 1H)
COCH, | - - - - - 170.68
COCH, | - - - - - 170.47
COCH, | - - - - - 170.08
COCH, | - - - - - 170.08
COCH, | - - - - - 170.08
COCH, | - - - - - 169.90
COCH, | - - - - - 190.65
2NIANTINEANAATYINA 97 23 (faﬁuﬁ' 3) MUY — 5UIAN W.A. 2561 1340
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A15197 2 (8) wamnsdaya 'H NMR waz °C NMR 289413 3, 4 Lag Acd

AU 3° 4° Ac4®
5H, mult., J (Hz) 5C (ppm) 5H mult., J (Hz) 5C (ppm) 5H mult., J (Hz) 5(: (ppm)

COCH, | - - - - - 169.50
COCH, | - - - - 2.10 (s, 3H) 20.60
COCH, | - - - - 2.02 (s, 3H) 20.60
COCH, | - - - 2.05 (s, 3H) 20.60
COCH, | - - - - 2.10 (s, 3H) 20.60
COCH, | - - - - 2.12 (s, 3H) 20.60
COCH, | - - - - 2.18 (s, 3H) 20.60
COCH;, | - - - - 2.11 (s, 3H) 20.60
COCH, | - - - - 2.12 (s, 3H) 20.60

® maybe interchange

*"H NMR (500 MHz), in pyridine-d,, °C NMR (125 MHz), in pyridine-d

°’"H NMR (300 MHz), in CDCl,, "°C NMR (75 MHz), in CDCI,

“'H NMR (500 MHz), °C NMR (125 MHz), in pyridine-d, + CDCI, (4:1 Tntitfzunns)

NN 1 TAT9A519U0941T 1-4
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MAA 2 BAAIANNANAUS HMBC 14891284417 1 (a) wae 2 (b)

#7Unan15IE
o o a o o o ° ¥ a Lo aa a
AINNIIHIAIUATANL LNV ATBINIUATANFIUUITARANINT 119 I LFANTAeATNeTATH TN
#A11190LeN &3 IMNIH 41191 1 819 Ae bauer-9-en-3-one (1) KAZANINRN7T891UTATIATIIMAY AU 3 @17 A
spinasterol (2), spinasteryl-ﬂ-D-glucopyranoside (3) LA sucrose (4) 92419 1, 3 WAY 4 NUATILINANNNILAZAFL
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