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Abstract

From the leaves and fruit of Casuarina equisetifolia J. R. & G. Forst, seven
triterpenoids, B-amyrin acetate, taraxerol acetate, lupenone, G-amyrin,
glutinol, lupeol, and taraxerol, two flavonoids, kaempferol-3-a-L-arabinoside
and kaempferol-3-a-L-rhamnoside (afzelin), were isolated together with gallic
acid, @-sitosterol, and aliphatic compounds. These compounds were identified
by the comparison of their physical and spectral data with those of their
respective authentic sample or with those described in the literature.

N¥TF a3V 2w (Casurina equisetifolia J. R. & G. Forst)
D R4

HENE, R 8, FEERY, SEH—, SHE=

%7 <4 v El(Casuarinaceae) i3 #J45FE THRK s, £ —RA b F V7, EETI7, 41~ K-
RL—Y THIRICIL S AL TWwW3, b FT7F a3 o (Casuarina equisetifolia J. R. & G.
Forst) i3, €74 vRHCBT 2 EROBAT, EISHROBAE, FIZERE 1 —1.5emDHK
KTh s,

Natarajan[ 1] & i3 A DOEIC DWW TR 21T\, ZDEEMRK S (Kaempferol, quercetin,
catechin B & ¥ ellagic acid) IZETWT M F V¥ 3 ) 2 7 DILEHMEENME DT 2RSTL
TWwd, FRIZINE TEREYOES L VEOKIATL2ITOEEOLEY L Bl - AET 5
ZEBTELROTHRET %,
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ellagic acid

OH

OH
HO O .
L,

OH O OH

quercetin catechin

EBOMIIEHT 2L b F7F¥ 3V avDEBLIUEDLY / —LHHE» S LAY —
15%%%72,

3, @SR, mp 303—305°C, X Liebermann-Burchard KIGHME (FFr4Ef) T, HIMG
BIN(IR) R~ 7 b i, 17258 & U'1250cm i BEBE = A 7 VIESH ORI ERL, 7 b FvL
EDOFERT T, £7:3050, 16408 & U815cm™ i ZBH#A L 7 4 > DEE 2 T T RIS B x
N5, AREHETHAR ((HNMR) <7 bid, 2.04ppm (3H, s) 7¥ b Fy LB
L BWIN, 4.48 ppm (1H, dd, /=7.0, 8.5 Hz) ic7 & b * ¥ VEDMFIFRD 71 b i
B IN 2RI, 5.54ppm (1H, dd, /=4.0, 7.0 Hz) iz olefinic proton 1{EIZfHY 3 2
BN ERT . EHE (MS) Z_7 b vid m/z 4681053 F A 4 > € —2, m/z 344 L 20413 7
TR M F =7 RRT, UEORERD 3% taraxerol acetate L HEE L, BEB LU
IR A7 b2 DO TR L DI 21T > i R— L 72,

10, fEgHikdy, mp 282—285°C, i3 Liebermann-Burchard KiSHE (Rée) <, IR 2
A7} Vi3 3480cm™ 2 AKEEEE, 3050, 163535 & U815em™ C SEHA L 7 4 iz & 2 BINERT,
MS 27 bviE, m/z 42615 FA 4> E—2, m/z 302 £ 0UFEMBEIE 75 7 A >
A4 E—27%RRT, UEDER®S, 10% taraxerol L#EFEL, BEAB LV IR A~x2 p
DD THRE, & DB E1T - e fER—BL 72,

2, @@mEHRE, mp 236—237°C, i Liebermann-Burchard KBt (&) T, IR 2
N7 ML, 17308 & F1250cm 42, T b F VLB & 2BINAETRT, 'H-NMR 22 b L
&, 2.03ppm (3 H, 8) W7 bFINEZLEZRINERT, MS A2 hvig, m/z 468
KBFAAYE—2, m/z 48ICHFA A v o oBRSFHBBEL -7 57 A b A A v E—
7ERT, £z m/z2 2BBBESNZEAE—2713, APO_EHBEEROSBENY T AR
/4 R¥EE D retro-Diels-Alder (RDA) BRIc L2 4D £ % 6h, 2i3 a-amyrin acetate
H 3 i3 f-amyrin acetate DI LWL FNHTH L EHESI NS, 20@EAB L IR A~ +
V%, taraxerol acetate DEMAL [2] TH S i f-amyrin acetate & LL#LL 7oER L
72T, 2% B-amyrin acetate & [JE L 77,
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T
_|+
N
/
m/z 204
T
R \ l
g~
3 R= AcO R
3 m/z 344
10 m/z 302

6, HESHRE, mp 175—178°C, & Liebermann-Burchard RSkt (REgE®) T, IR 2
~ 7 b, 3350em S KEEEEC & B WRINAETR T, MS AR M ik m/z 4261253 F 4 A4~ E
— 27, m/2218203I2CEBO RDABBICL B2 LEZONDEBNT T T AV M AYE—T %
R LU EDZ o6k A2D_EREEEFED 5 BN Y TARYTAI—LEEZ SN, a-amyTin
H2WwiE p-amyrin D> BbLTINHTH 5 LEEENE, 6DT LT —POBMABIV IR X
~27 L% taraxerol acetate @ Eit{k [2] THE SNz B-amyrin acetate & LB L 1R —
HKL7-0T, 6%F-amyrin &FEL 7,

_|+

~

m/z 218

m/z 203
2 R=O0H

6 R= AcO

5, MEEHARE, mp 171—172°C, & Liebermann-Burchard KiGHitE (GR#E€) T, IR A
7 M iE, 3070, 16408 X Uf890cm iz Kim A F L v &, 1705ecm™ i ANV R = VEIC L D RN &
T4, '"H-NMR -2 kL i31.69 ppm & olefinic methyl &z & 2RI %RT, MS A<~
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b, m/z L2 X3FA4 A E—27, m/z 20515\ —72, F71:m/z 218 £ 189! lupane
BhITAR) A PZEED IS IXA Y b Ao E—2 %2577, U EOFESED 55i% lupenone
LHEERR, BE, IR 27 b F—SBLUOMS A~2 bUpSEiE (3, 4] ¥ —KL
720
8, MEgHRE, mp 181—185°C, i3 Liebermann-Burchard Rt (%) T, IR 2
7 bE, 3380cm N AKBERENIC £ BRI, 3060, 16403 X U880cm M IZEKIE A FL v HHIC Lk B
B ERT e MS A2 bk, m/z 42623 FA 4 ¥ —2, m/z 218+ 189iZ lupane % +
DTNRA FRBEENRT7 77 A b A2 E— 27 2R T,'H-NMR 22 } 1iZ1.70 ppm
{2 olefinic methyl ¥, 4.62 ppm IZKRIFEAF LV ED 2{HD 7o + Y ICRE S W2 RINE R
L, 8% isopropenyl #% & D lupane R+ T AR FALI—NTHB I EETET 5, B
T ED#ERS 58% lupeol L#EEL, BiA, IRB LU H-NMR 2_2 b V7 —5 % CHAEL 5]

LHE L R T,
I ']?
-’.
h 3)53

m/z 218
\ l
5 R= O .
8 R= H' OH
m/z 189

7, @RS, mp 206—207°C, (% Liebermann-Burchard RIGHtHE (R4%€) <, IR X
7 i 3450em™ I ARBREEIC & 2 RINE RS, MS A2 b vid m/z 4261253 F A4 4 > E—
7, m/z 274, 2598 X P152ICEHHII R 75 T AV b4 A Y E—2 2RT, ULOBEE»ST%
glutinol L HEL, BEAB LUV IR X7 P OWLTHER E DK ETo 1R L 72,

—,4-

m/z 274

~—— ‘l-l-

7 Nel

m/z 152
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12, #E@RE, mp 137—138°C, i3Liebermann-Burchard K& 8 1) 2 FAZEL (F—15
BE), IR BLUMS 227 F LOKEH» S B-sitosterol L#EEL, BSB LU IR 2~
WZ DO TR E D 2T > 7R —H L 72,

13, #EMEPIREL, mp 249—251°C, @ IR X~ b Li32508 & °1690cm™ o A VR F ¥
BECEB2RNETT, MS A7 bLid, m/z 153125F4 4> (m/z 170) & DKEBEED
BB LB T7 77 A M A F Y E—=T7 BRL, HFAA U DODBAE— 7 ZBEBE AL,
ZDZ k3138 ortho (LI KFE R EUBEMELFIL L OWEERA VR VB THS Z L2 RBT
%2 [6]c AEOFERH»513% gallicacid L #EL, IR A<z b 2XH [ 7] 8O gallic
acid DARZ bV EHBUIRER—BL 72,

14, ZEEHIRAE, mp 222—223°C, 13ZMg-HCl RiGHE%E (B7RE) T, IR A~<=7 b/1idk3350
cm M KEEEE, 1655ecm M AN ARV EICE A RINE R T, AR VEORINGEIZ 5
hydroxyflavone 5# {4z 1% X 1 2 WRINHEEH (1664—1641cm™'[ 8, 9])i2H 2, 14Dtrimeth-
ylsilyl (TMS) ether ®'H-NMR 2 ~2 kL (CCL) X, 7.83 ppm (2H, d, / =8.5 Hz) &
6.78 ppm (2H, d, /=8.5 Hz) xB&®D2’, 3’, 5 BLU6UD 70 briZkbABY
BIERIY, 5.98ppm (1H, d, J=2.5Hz) ¥6.31 ppm (1H,d, / =25Hz) IZABD 6B X
V87 b2k 2 ABREEINERL, SEHANCIIFED 70 b iz & 2RINERT, B
Fo#ER 12145 kaempferol (3, 4°, 5, 7-tetrahydroxyflavone) DOEHEAETH 2 Z L 2 REL
Twd, 14% k3L aglycone & ¥EEI %787z, aglycone @ '"H-NMR A2 v % 3CEk

[10] & kaempferol M AR b & HBEL 7o fER—B L 12, FEEIZR—/S—2 0= b7
27 4 —(PPC)IZ2 & D L-arabinose TH % Z & L 12, £ 72, 140> TMS ether ©» 'H-NMR
A7 P AMIZHBWT, 5.11 ppm O anomeric proton 2 & 3 doublet D#ESEH»2.0 Hz T
H% T kid L-arabinose »3aBITH B Z £ RRL T3 [10], BOREMEIZIROBRICEIN R
T (UV) 227 bicBiF 2 v 7 F AERIMEOZESH» SFEEHL 72 (Fig. 1), 140UV 2
N7 MV (XF =) BT S 351 nm ORIY (Band I) i NaOMe % #0935 & 401 nm
CHEEBE (4 Anx=50nm) T3, ZHIX14D 4 (LIS KBESEFEET D Z L 2RLTWS[10],
% 72267 nm QORI (Band I1) 3 NaOAc DI & D 275 nm IZFEEREE) (4 Anax=8 nm)
L, Qi THLCKBENEFEET S 2L 2RLTWA[10], & 612, AICL-HCl 2&mML 7235
BRADDEERC— 7 HHT L b, Band 1 3 A%/ —VBRICHER TR E S EE
BE) (dAmax=490nm) LT3, ZDZ L3140 5 LT KEESEEL, 3ALICIZKEEH
FELEZWIEEZRELTWS [10], M EDOKRES 58Eix kaempferol @ 3fiLlcEEL T3
Z L HEFRR & h, 14i3 kaempferol-3-a-L-arabinoside & #E/an s, ZiUIXHETHD 7 5
R/ A NTH5,

15, sk, mp172—173°C, 1 Mg-HCl KIS % (lBHRE) T, IR 2~ b 113250
em™ N kR, 1655cm™!iZ 5-hydroxyflavone S5EADO A L R= L5 [8, 9] WRBTE 3K
IN%#7d, 150 TMS ether 'H-NMR (CCl,) A~2 b+ ik, 7.65ppm(2H,d, J =85 Hz)
£6.82 ppm (2H,d, /=85 Hz) B&®D 2’, 3’, 5'BLU 6D > ick3AB,
ARIY, 6.10 ppm (1H, d, J =2.0 Hz) +6.31 ppm (1H,d, /=2.0 Hz) CABD 6 BL U
é{ﬁ@‘fﬂ Foick 2 ABEIIRIY, 0.77 ppm (3H, d, J =4.0 Hz) = rhamnose @ X # %
CRBENZRINERT, U EORERIZ15, kaempferol ¢ rhamnose Bi#EARTH 2 Z L %
RIS 3 ,15% Nk fE L aglycone & $EE#187-, aglycone i IR R <=2 b vhilddaglycone
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DALY L E—BF 2 Z s kaempferol L HIBAL 72, #ERiZ PPC 2 & v L-rhamnose
THBI L EFERLI, 272, 150 TMS ether ® ‘H-NMR z2~2 + v (CCL) i28BWT,
5.20 ppm (D anomeric proton iZ & % doublet DFEEEHH32.0 Hz TH 5 Z & it L-thamnose
DaBTHB I LERLTWS [10], BOBEMEFIADBE LRI UV A7 b Lics
J %7 RERMEOES» SFEA L (Fig.2), $72b5b180 UVARY b v (A5 /) —
W) BT NaOMe, NaOAc 8 L tf AICL-HC1 o #nFhn 4’, 78 L U5 MOKE
HOBFEI L2 EEPBRIND 0o, BOBEMES 3L LA L2, %725 IDKE
®0EFEERZ, 150'H-NMR 2~ L (dimethylsulfoxide-ds) 123> T12.54 ppm Z/KFE
BEUIKBESBFEINSE s bXEFHaNE, UEDOKERY S 151 kaempferol-3-a-L-
rhamnoside (afzelin) £ R & 2, TN XEHDO 7 7K /4 FThH D, BiAE L WH-NMR
ARy MVTF— 8 2 XHEME [11] LB U BRI 1,

200 300 400 nm

Fig. 1. The UV spectra of 14 in MeOH.
: MeOH
————— — : MeOH+NaOMe
——— e : MeOH+NaOAc
+eeveeee D MeOH+AICL +HCL
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200 300 400 nm

Fig. 2. The UV spectra of 15 in MeOH.
: MeOH
——————— : MeOH+NaOMe
——————————— : MeOH+NaOAc
---------------- : MeOH +AICl; +HCI

14 R

arabinosyl
15 R= rhamnosyl

kaempferol R= H

1, 4, 98 L U113 IR 8L U MS 2= + LORE D S 2 ZNEERRRILAKE, BEIRR
IFNIATN, EIFET VI —LE L UVIEHBOREYM THS Z & 2R LI,

AAEYMDZEDOBMER S i3 7 BEERK S & L T kaempferol ¥ X UF quercetin D ECFEEL S
FNTBYHREHBELBERERED TS,

Natarajan & [1] BAEPOEDORKS & L THRE L T3  kaempferol, quercetin,
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(+)-catechin ¥ X tf ellagic acid i3 45 EDO#E TIZE S s b - /2, kaempferol & quercetin
WCOWTIIIKRSMBER I E 2 o, HEYPTREBEL L TEEN TS LHEEI NS,
¥ 7> (+4)-catechin B X f ellagic acid ic DWW T H BB OLERH L EEZ 6N,

X B o B

AR ERM S HIEREE MP-S3 BITHEL, KWIETHZ, IR A7 M VIFEERS
FEA-3028Y, UV A7 iz HIL1248), MS A7 bLid HIL RMU-6L #, 1H-NMR A
~27 b VIZHIIR-248 (60MHz) 8 X UHAEF JNM-FX-100 2 (100MHz) % Fw, {k
7 bz TMS 2NERE#E L LTS (ppm) THRFEL 7 (s: singlet, d : doublet, t : triplet,
q : quartet, m : multiplet, br : broad). #747u~t 27774 —Iix WACOGEL C-300, #
Bruo~< b2 57 4— (TLC) it Merck Kieselgel 60 F,s,, PPC I25# 2 #HNo50% V> 72,

& S UDEE

19855 8 HWCHEFEI TR CREL- X7 X 3 ) 2V 0H%E (ELEOXFIMNTHER L 29D
INSZODMIR) 12.8kg (CREZIR) x5/ — L TR (60—70°C) L7z, MWK EREE
TTRAEL, FRELFEECEOIEEMEDR, PR, MERMEEs L CFHBEICSE L 72, P
EixHp L7057 4— ()B4, benzene-CHCL IBEEHD /51 V) %47
W, 1, 2(200mg), 3(70mg), 4, 5(3.58), 6(470mg), 7(200mg), 8(2.78), 9, 11, 12(370
mg) 2187, MEBEHIOVWTL AT LY NS 5T 4 — () A5 N, AcOEL-EtOH B&
BRDO 772> ) 2iT»13(75mg), 14(400mg), 15(1.28) #1587, FFEEMEERIIRERMEED
& ERRICALEE L T15 %187,

£ 8kg (REZHE) XDV TEDHE LRIKOBRIEETY, FHEEH» 53, 6, 9, 10(170mg),
12%, F5EMEER» 513% 1872,

1 (BBRSERRAEASR)

AWK, mp 60—65°C, IR vEBL cm™! ! 2940, 2860, 1480, 1465, 735, 720. MS m/z .
464 (M*), 436 (M*), 408 (M*), 380 (M%),

2 (B-amyrin acetate)

EAERE (isopropyl alcohol), mp 236—237°C, Liebermann-Burchard Kt (GRE®),
IR vA8% cm~' 1 1730, 1250 (OCOMe), MS m/z (%) : 468 (M*, 9), 453 (M*—Me, 2),
408 (M*—AcOH, 2), 218 (C,sHy, base peak), 203 (C,H,s —Me, 35), 'H-NMR (CDCl,) :
0.83 (3H, s, 1xMe), 0.87 (12H, s, 4XMe), 0.98 (6H, s, 2XMe), 1.13 (3H, s, 1 xMe),
2.04 (3H, s, OCOMe), 4.50 (1H, m, H-3), 5.18 (1H, m, H-12), XFZOBSEB LIV IR A
~ 7 h)iE taraxerol acetate D EM(LTHE &7z F-amyrin acetate & —E L 7z,

3 (taraxerol acetate)

FEAFHRE (> € >), mp 303—305°C, Liebermann-Burchard KIS (#%), IR viBL
cm™ : 3050, 1640, 815 (>C=C<p), 1725, 1250 (OCOMe), MS m/z (%) : 468 (M*,
25), 453 (M*—Me, 10), 408 (M*—AcOH, 4), 344 (M*—CyH,g, 40), 329 (M+*—C,H,s—
Me, 16), 284 (M+—C,H,;—AcOH, 13), 204 (C,sH,., base peak), 189 (C,sH,,—Me, 21),
'H-NMR (100MHz, CDCl;) : 0.82 (3H,s,1xXMe), 0.86 (3H,s,1xXMe), 0.87 (3H,s, 1X
Me), 0.89(6H,s, 2xXMe), 0.94(6H,s,2xMe), 1.09(3H,s, 1 XxMe), 2.04(3H, s, OCOMe),
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4.48 (1H,dd, J =7 Hz, 8.5 Hz, H-3), 5.54 (1H,dd, J =4, 7Hz, H-15), KFZORS B X O
IR A7 FVIAESR D taraxerol acetate & —3L 72,

4 (FERFEETFITRTI)

AR, mp 75—80°C, IR vEBL cm™!: 1740, 1170, MS m/z (M*) : 536, 508, 480,
452,

5 (lupenone)

ARG (n-hexane), mp 171—172°C, Liebermann-Burchard K5 (%), IR vkBL
cm™ : 3070, 2940, 2850, 1705, 1640, 1450, 1380, 890, 870, MS m/z(%) : 424(M*, 72),
409 (16), 218 (33), 205 (base peak), 189 (34), 'H-NMR (CDCl,) : 0.79 (3H, s, Me),
0.94 (3H,s,Me), 1.00 (3H,s,Me), 1.04 (9H,s,3xXMe), 1.68 (3H,s, =C—Me), 4.60,
4.70(1H each, m each), AFO@SE, IR A7 ML F—F B LUMS A2 ki lupenone
OXHAE [3, 4] &—HKL 7,

6 (B-amyrin)

@ eHRE: (EtOH-CHCI,), mp 175—178°C, Liebermann-Burchard K (R4 ), IR vXEL
cm™ 3280, 2940, 2860, 1460, 1380, 1355, 1030, 990, MS m/z(%) : 426 (M*, 10), 411 (M*—
Me, 3), 408 (M*—H,0, 1), 218 (base peak), 203 (30), 189 (11),

acetate : fE/KEFE — ) > TT & F AL L 12, SEAEHR S (EtOH-CHCL,) , mp 232—234°C,
AFOBEE L IR A7 b it taraxerol acetate DR 1L THE & 17> B-amyrin acetate
E—HBL 7,

7 (glutinol)

EEEIRS (n-hexane), mp 206—207°C, Liebermann-Burchard Kits (7R&€), IR vXBL
cm~! : 3450 (OH), 2950, 2880, 1455, 1385, 1365, 1295, 1180, 1090, 1035, 970, MS m/z

(%) :426(M*, 11), 275(25), 274(100), 259(54), 205(20), 152(20), 150(12), 137(22),
136 (14), 135 (15), 134 (32), 'H-NMR (CDCl;) :0.82 (3H,s, 1XMe), 0.93 (3H,s, 1X
Me), 0.97 (6H,s, 2XMe), 1.01 (3H,s, 1XxMe), 1.07 (3H,s, 1XMe), 1.11 (3H,s, 1X
Me), 1.14 (3H,s,1xXMe), 3.45 (1H, m, W,,=7.5 Hz, H-3), 5.60 (1H, m, H-6), &A&Z®D
BMEBLUIR A2 b VIZEROD glutinol & —3 L 72,

acetate | EKEFHE— VY YU TT e F L 72, EEEHIRS (acetone), mp 178—180°C,

8 (lupeol)

LIRS (n-hexane), mp 181—185°C, Liebermann-Burchard KIS (%), IR vKBEL
cm™ : 3380(0OH), 3060, 1640, 880(=CH,), MS m/z(%) : 426(M*, base peak), 411(M*—
Me, 22), 408 (M*—H,O0, 6), 393 (M*—Me—H,0, 8), 218 (C,sH, 91), 207 (C,,H,;0,
76), 203 (50), 189 (C,,H,,, 66), 'H-NMR (CDCl;) : 0.78 (3H,s), 0.80 (3H,s), 0.85 (3H,
s), 0.98 (3H,s), 1.06 (3H,s), 1.28 (3H,s), 1.70 (3H,s), 3.20 (1H,dd, /=6, 9Hz),
4.62 (2H,brd), AFHDBE, IR 8L U 'H-NMR A2 b L7 —# i lupeol OXEAME [5]
E—B L7z,

acetate . F/AEEE— ) V> T7 e F bl ., EAEIRE (MeOH), mp 206—210°C,
IR v¥E% cm™! : 1735, 1245(C(=0)-0), 3070, 1640, 880(=CH,), MS m/z(%) . 468(M*,
78), 453 (M*—Me, 12), 408 (M*—AcOH, 10), 249 (C,,H.;OAc, 20), 218 (C,sH.s, 49),
189 (C,,H,,, 76), 'H-NMR (CDCIl;) : 0.78 (3H,s), 0.82 (6H,s), 0.91 (3H,s), 1.01 (3H,
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s), 1.25 (3H,s), 1.68 (3H,s), 2.02 (3H, s), 4.48 (1H, dd, J =6, 9Hz), 4.62 (2H, br
d,

9 (RERht&7 L a—)b)

A, mp 70—75°C, IR vEBIcm™! : 3400, 1060, MS m/z : 476 (M*—H,0), 448 (M*—
H,0), 420 (M*—H,0), 392 (M*—H,0), 364 (M*—H,0),

10 (taraxerol)

ESHRE (R ¥ ), mp 282—285°C, Liebermann-Burchard Kt (FR%E®), IR vXEL
cm™ : 3480(0OH), 3050, 1635, 815(>C=C<pg)., MS m/z(%) . 426(M*, 21), 411(M*—
Me, 14), 393(M*—Me—H,0, 4), 302(M*—CsH,;, 49), 287(M*—C,H,s-Me, 32), 284(M*—
C,H,s—H,0, 7), 218(25), 204 (C,sH,,, base peak), 189(C,sH.,, —Me, 21),'H-NMR (100MHz,
CDCl;) : 0.79 (3H, s, 1XMe), 0.82 (3H, s, 1XMe), 0.90 (3H, s, 1XMe), 0.92 (6H, s,
2xMe), 0.94 (3H,s, 1xXMe), 0.96 (3H,s,1xXMe), 1.10 (3H, s, 1XMe), 3.20 (1H, m,
H-3), 5.54 (1H,dd, J =4,7 Hz, H-15), AFHOBAB L IR A7 b VIFE&KD taraxerol
E—HL 7,

acetate . EKEREE— ) V> TT v F Lz, EEHNKSE (EtOH), mp 310°C,

taraxerol acetate MRt [2]

taraxerol acetate % KEEEEHIBIERS L NEAL, B-amyrin acetate %787, FASHIKEE

(CHCl;-MeOH), mp 238°C (241—242°C [2 1),

11 (BERHER)

AR, mp 75—80°C, IR vXBL cm! : 3500—2500, 1700, MS m/z : 508 (M*), 480(M*),
452 (M%), 424 (M*), 396 (M%),

12 (g-sitosterol)

EEPRS: (EtOH), mp 137—138°C, Liebermann-Burchard KI5 (F—15#), IR v
cm™! : 3400 (OH), 1640, 800, MS m/z : 414 (M*), 399 (M*—Me), 396 (M*—H,0),
ABOBEB LU IR 2227 F VIZERD B-sitosterol & —E L 7z,

13 (gallic acid)

mashiREL (H,0), mp 249—251°C, IR vEEx cm™' : 3350, 1690, 1610, 1320, 1260, 1190,
1020, MS m/z (%) . 170 (M, base peak), 153 (M*—17, 65), 135 (8), 125 (153—28,
12), 107 (6), A&&HD IR A7 bVIEER [ 7] EE&HD gallic acid @ IR A7 b & —8
L7,

14 (kaempferol-3-« - L-arabinoside)

SRS (50% EtOH), 222—223°C, Mg-HC1 Kt (#87~f), TLCRf: 0.27 (CHCI; :
MeOH=3 : 1),PPCRf : 0.81(BuOH : AcOH:H,0=4 :1:5),0.71(60% AcOH),
IR vEBZ cm™ : 3350 (OH), 1655 (C =0), 1600, 1555, 1490, 1355, 1170, 1075, MS m/z
! (%) : 287 (20), 286 (base peak), 285 (15), 258 (7), 257 (8), 229 (5), 213 (3),
191 (3), 153 (5), 143 (7), 121 (15), 'H-NMR (TMS ether in CCl,) : 7.90 (2H,d, J =
8.5 Hz, H-2), 6'), 6.83 (2H, d, J =85 Hz, H-3, 5), 6.42 (1H, d, J=2.5 Hz, H-8),
6.08(1H,d, / =25 Hz, H-6), 5.12(1H,d, J =2.0 Hz, H-1"), 4.6—2.7(6H, m, arabinosyl),
UV A%eoH nm(loge) : 351(4.22), 267(4.30) ; AMeQu+NaoMe nm (loge) : 401(4.39), 326(4.09),
277 (4.36) 5 ARad™ 5" nm (loge) : 400 (4.14), 349 (4.16), 305 (4.07), 277 (4.31) ;
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AMeGH+NaoAe nm (loge) : 389 (4.24), 307 (4.12), 275 (4.43),

14Dtk 3 &

14 (30 mg) WCBERE (5ml) M2 TEAKXT6 SMEMEAL 7, ThEZE, KELZZDSL
ML T aglycone %187, HEsHR&E (MeOH), 10 mg, mp 281—283°C (271—273°C [12]),
TLCRf:0.73 (CHCl; : MeOH=3:1), IR vXE: cm~*: 3350 (OH), 1660 (C=0), 1610,
1510, 1380, 1180, 'H-NMR (TMS ether in CCl,) : 7.72 (2H, d, J =9.0 Hz, H-2’, 6",
6.56 (2H,d, J =9.0 Hz, H-3",5"), 6.20 (1H,d, J =2.0 Hz, H-8), 5.87 (1H,d, J =2.0 Hz,
6-H), 'H-NMR (DMSO-ds) : 7.91 (2H, d, J =8.5 Hz, H-26"), 6.83 (2H, d, J =8.5 Hz,
H-3, 5), 6.32 (1H, d, J =2.0 Hz, H-8), 6.08 (1H, d, J =2.0 Hz, H-6), 12.39 (1H, s,
OH-5), UV AMedM nm (loge) : 367 (4.29), 268 (4.22) ; AMgou+NaoMe nm (Joge) : 413 (4.36),
320 (4.01), 280 (4.28) ; Amed™* ™" ' nm (loge) : 425 (4.31), 350 (3.96), 271 (4.26) ;
ANeH+Na0Ac nm (loge) : 389 (4.24), 310 (4.06), 275 (4.33), &AFH®D 'H-NMR A2 + v
(E32#k [10] ZC#KD kaempferol DA~ kL & —BL 72,

SISTEREHE L s PPC %17\ L-arabinose %L 7z, PPC Rf : 0.25 (BuOH :
AcOH : H,0=4:1:5, 33 | aniline—phthalate),

15 (afzelin (kaempferol-3-a-L-rhamnosied))

#EstREE (50% EtOH), mp 172—173°C (172—175°C [11]), Mg-HCl1 K& (i),
TLC Rf : 0.46 (CHCl; : MeOH=3:1), PPC Rf:0.89 (BuOH : AcOH : H,0=4:1:5) ;
0.71 (60% AcOH), MSm/z:14[F U, IR vXEi cm™' : 3250 (OH), 1655 (C =0), 1610,
1590, 1500, 1450, 1360, 1170, 1060, 830, 'H-NMR (DMSO-d;) : 7.64 (2H, d, J =8.5 Hz,
H-2’,6’), 6.82 (2H, d, J =85 Hz, H-3,5), 6.30 (1H,d, J =2.0 Hz, H-8), 6.10 (1H, d,
J =20 Hz, H-6), 5.20 (1H, d, J =15 Hz, H-1”), 0.75 (3H, d, J =4.0 Hz, rhamnosyl
Me), 12.54 (1H,s,OH-5), 'H-NMR (TMS ether in CCl,) : 7.68 (2H,d, / =8.5Hz,. H-2,
6’) ,6.80 (2H,d, / =85 Hz, H-3",5"), 6.34 (1H,d, J=2.0 Hz, H-8), 6.05 (1H,d, J =
2.0 Hz, H-6), 5.07 (1H, d, J =2.0 Hz, H-1"), 4.23 (1H, br t, H-2”), 2.8—3.8 (3H, m,
H-37,4”,5”), 0.78 (3H, d, J =6.0 Hz, rhamnosyl Me), UV A& nm (loge) : 340 (4.15),
265 (4.32) ; AMeQu+NaoMe nm (loge) - 389 (4.39), 324 (4.16), 274 (4.42) ; AMeQu+AiCiz+iCI
nm (loge) : 399(4.19), 345(4.16), 304 (4.07), 277(4.33) ; AMeou+Naoac nm (Joge) : 376(4.28),
304 (4.19), 275 (4.50), AFO@MEEB L 'H.INMR R~ b LT —# 13 afzelin O XEAE

(11] &—FL 7,

15017k 53 %

15 (85mg) 25 %Wl (10 ml) =iz CTHBL (85°C) T2 ERIMEAL 2, Zh% 3H,
KFLI:DHEZRL T aglycone 287, #EEHIRAE (MeOH), 40 mg, mp 281—283°C (271
—273°C [12])o A&HD'H-NMRA~7 bvid @k [10] 5C# D kaempferol D A7 bk
—B L7z,

DWTREENY v LATHMLIcOL 28U, BERHEE PPC 217\ L-rhamnose 2R L
720 PPC Rf : 0.38 (BuOH : AcOH : H,0=4:1: 5, {3 ¥ ; aniline—phthalate),

BEE AFFEIzYY, 'H-NMR 22 by (100MHz) %85 U CTIEW 72 BB AE THE
T#%R HEB=BIFcBHH-LET,
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