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PHAN LAP VA NHAN DANH HAI HQP CHAT TU DICH CHIET ETHYL
ACETATE CUA TRAI O MOI-CASSIA GRANDIS L.F

Ngé Quéc Luan', Lé DS Huy', DS Hoang Vinh', Ngo Khic Khong Minh' va Nguyén Ngoc Hanh?
Y Khoa Su pham, Truwong Pai hoc Can Z’ha‘
2Vién Cong nghé Héa hoc — Thanh phé Ho Chi Minh

ABSTRACT

From the ethyl acetate extracts of the fruit of Cassia grandis L.f
from An Giang province, two compounds (luteolin and
beta-sitosterol-3-O- 5-D-glucopyranoside) were isolated. Their
structures were interpreted by spectra including *H-NMR, *C-NMR,
HSQC, HMBC, MS and based on published data.

TOM TAT

Tir dich chiét ethyl acetate ciia trdi O méi & Tinh An Giang, ching
t6i da co lap va nhdn danh dwoc hai hop chét la luteolin va
beta-sitosterol-3-0-4-D-glucopyranoside. Céu triic cdc chat ndy
diege xdc dinh bang cac phwong phdp phé hién dai nhw H-NMR,
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1 GIOI THIEU méi, rat tot ddi véi nguoi 16n tudi va phu nit

Cay O moi co tén khoa hoc l1a Cassia
Grandis L.f ho Vang Caesalpiniaceae; ciy con
¢6 nhiéu tén dia phuong khac nhu Bo cap do;
C6t khi; Canh-ki-na Viét Nam [P Tat Loi
(2004)], Carao, Chacara, Sandal, Coral
Shower, Pink Shower, Horse Shower... Cay cé
nguodn goc tir cac nuéc Nam My, duoc trong
ldy bong mat, 1am canh vi c6 hoa dep, Iay trai
an hodc lam thudc ¢ nhiéu nudc trén the gioi.
O Viét Nam, O mdi duoc trong chu yéu & cac
tinh phia Nam, nhat 1a dong bang song Ciru
Long (Hinh 1).

Theo y hoc ¢6 truyén dan gian trai O méi
¢6 tac dung nhu: qua dung song chira téo
bén, com trai O méi chin dugc ngdm ruou

sau sinh.

Hinh 1: Trai cdy O méi

Trén thé gioi di c6 mot sb cong trinh

ding lam thuéc bd, giup an ngon miéng, tiéu
hoéa tot, chira dau lung, dau xuwong, nhuc

30

nghién ciru vé thanh phan héa hoc va da ¢o 1ap
dugc khoang 20 hgp chat c6 trong cay O moi
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[Srivastava YS (1981), Wandee Gritsanapan
(1984), Ibadur Rahman Siddiqui (1993), R. P.
Verma (1994), Valencia E (1995), A. G.
Gonzalez (1996), Meenarani (1998), Harsha
Joshi (2003), LI Xiao-Liang (2007)]. Tai Viét
Nam, truéc nam 2011 chua c6 cong trinh nao
nghién ctiu chi tiét vé thanh phan hoéa hoc cia
loai cdy nay. Nhém nghién ctru ching toi bat
dau nghién ctu tir nam 2011 va da cong bd
phat hién duoc 7 hop chét trong 14 O moéi [Lé
Tién Diing (2011,2012), Ngo Qudc Luan
(2012)]. Trong bai bao nay, chung toi tiép tuc
cong bd thém 2 hop chit nira méi phat hién
trong trai O méi.

2 THUC NGHIEM
2.1 Nguyén li¢u

Trai O Mbi chin dugc thu hai vao thang 10-
2011 tai huyén Pha Tan, Tinh An Giang. Sau
khi chon loc loai bo phan sau mot, siy kho &
50°C, tach 13y hat dé riéng, phan con lai xay
thanh bt lam nguyén liéu.

2.2 Phwong phap chiét xuét, ¢é 1ap

Nguyén liéu kho (3,1 kg) duoc tan trich vai
con 96°, loc bo ba, sau d6 co dac dén con 270
g dich chiét sét. Dich nay duogc lic chiét kiét
V6i n-hexane va c6 loai dung méi duéi ap suét
kém thu duoc 5,4 g cao n-hexane. Phan khong
tan tiép tuc duoc lic chiét kiét véi ethyl acetate
(EtOAc) va cb loai dung méi dudi ap suit kém
thu dugc 8,5 g cao EtOAc (CGFE).

T cao CGFE, tién hanh tach trén may
sac ky cot trung ap (MPLC-Hinh 2) véi cac
thong so nhu sau:

180 g silica gel 0,04 - 0,06 mm

Kich thuwdc cot 40 x 300 (mm x mm)

Khéi lwong mau 5 g
Téc d6 dong 40 ml/phut

H¢ dung mdi giai ly: n-hexane - ethyl
acetate (H:E) voi cace ti 1€ thay doi theo hudng
tang dan do phan cyuc (0% - 100% EtOAC).

Theo ddi qua trinh sac ky cot bang sic ky
ban mong (TLC), hién vét bang cach phun xit
dung dich sulfuric acid 10% trong EtOH va
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lam néng trén bép dién. Cac phan doan gidng
nhau trén TLC dugc gom chung lai thanh 10
phan doan (Tu FEO1 dén FE10).

|
l

Hinh 2: M4y sic ky cdt trung ap (MPLC)

Tai phan doan FEO5 (hé giai ly H:E = 8:2)
cham TLC nhan thay c6 1 vét chinh mau vang.
Tiép tyc tién hanh sic ky cot phan doan FEO5
V6i may sic ky cot MPLC voi cac théng sd
nhu sau:

130g silica gel 0,04 - 0,06 mm

Kich thudc cot 40 x 200 (mm x mm)

Khéi lwgng mau 0,887 g

— Tbc d6 dong 5 ml/phit
— Hé dung moéi giai ly: CHCI3:CH;3;0H
(C:M =93:7)

Két qua thu gom duoc 5 phan doan con (Tt
FEO5-1 dén FEO05-5). Tai phan doan FE05-3,
lam sach bang cach két tinh lai thu duoc chat
ran dang bot mau vang (0,016 g), dat tén la
CGFEO01.

Tai phan doan FEO8 (hé giai ly H:E = 5:5),
cham TLC thay c6 1 vét chinh mau tim. C6
loai dung méi va két tinh lai nhiéu lan trong
CH5OH thu dugc 0,026g chat sach dang bot
min mau trang, dat tén 1a CGFE02.

2.3 Phuwong phéap nhan dang céu tric

Piém tan chay dugc do trén may
Electrothermal 9100 (U.K), dung mao quan
khong hiéu chinh. Cac phé 'H-NMR,
BC-NMR, HSQC, HMBC dugc ghi trén may
Bruker Avance 500 MHz, d6 dich chuyén hoa
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hoc (8) dwgc tinh theo ppm, hang sb tuong tac
(J) tinh bang Hz. Phé khdi lugng dugc do trén
may 1100 series LC/MS Trap Agilent, sic ky
I6p mong sir dung ban nhom silica gel 60F s,
(Merck) trang sin do day 0,2 mm.

3 KET QUA VA THAO LUAN
3.1 Nhin danh céu triic hop chat CGFEO1

~ CGFEO1 két tinh trong CH3OH, la chat
ran dang bot, mau vang c6 di€ém nong chay
mp = 318 °C. Sac ky ban mong trong h¢ dung
moi C:M = 85:15 hién vét bang 275’- 277 °C,
c6 Ry = 0,39 (C:M = 9:1), cho m¢t veét mau tim
khi phun dung dich.

Ph6 khéi lwong cho pic ion phan tir m/z
[M+H]* = 287 twong ung Vvéi cong thic phan
ta C15H1006 = 286.

Pho *H-NMR (DMSO, &4 ppm, 500 MHz)
cho thay co tin hi¢u cua proton nhén thom
thuoc khung flavonoid, qui nap cac tri s6 cua
8h vao khung nay thay phu hop:

— Co6 hai mui d6i tai oy 6,19 (1H, d,
J=2Hz, H-6) va & & 6,44 (1H, d, J=2Hz, H-8)
tuong tac vai nhau ¢ vi tri meta trén cung mot
nhan thom.

— Mot mii don tai dy 6,66 (1H, s, H-3)
ching to proton nay khong c6 tuong tac voi
proton ké bén no.

— Mot mui d6i tai dy 6,89 (1H, d,
J=8,5Hz, H-5') chung to proton nay tuong
tac véi 1 proton khac & vi tri ortho trén mot
nhan thom.

— Hai proton H-2' va H-6' bi xen pha &
o 7,40.

— Mot miii don tai 84 12,97 cho thdy
CGFEO1 ¢6 nhém —OH kiém noi.

Phé *C-NMR (DMSO, ¢ ppm, 125 MHz)
ket hop voi pho DEPT cho thay CGFEOL co6
15 carbon tng vei so carbon cua khung
flavonoid, trong d6 c¢6 9 carbon tr cap.

— Mét carbon carbonyl (>C=0) ¢ &c
181,6.

— Sau carbon tir cap cua vong thom mang
oxy (=C-0-C=) ¢ cac oc 164,1; 163,9; 161,4;
157,3; 149,7 va 145,7.
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— Hai carbon tir cap ké ndi d6i (>C=) & 8¢
121,5 va 8¢ 103,7.

— Sau carbon methin ké ndi d6i -CH= &
cac &c 118,9; 116,0; 113,3; 102,8; 98,8 va
93,8.

Qui nap cac trj s6 8¢ cua phd *C-NMR vao
khung flavonoid va kiém tra lai bang pho
HMBC thiy co sy phu hop Véi cac tin hiéu
tuong tac H;— C]_" Cz‘ C4, C]_o; HB—)C7, C5, Cg,
Ci0; Hs—=Cy, Cg, Cg, Cyo; Hy—Cs,C3, Cy, Cy;
Hs—Cy, Cs, C¢; Hg—C,, Cy, Cy; 5-OH—Cs,
Cs, Cao.

Tir cac dir ligu phd trinh bay trén day két
hop véi tai liéu tham khao[Ll Xiao-Liang
(2007)] c¢6 thé dé nghi cu trac cua CGFEO1
nhu Hinh 3.

OH
Hinh 3: Ciu tric cia CGFEO1

Céu triic cia CGFEO1 trung véi ciu tric
cua Luteolin (5, 7, 3', 4'-tetrahydroxyflavon).

3.2 Chat CGFEO02

CGFE02 c6 dang bot trang min, két tinh
trong methanol, diém tan chay mp = 275-
277 °C, c6 Rf = 0,39 (CHCI5:MeOH = 9:1),
cho mot vét mau tim khi phun dung dich
H,S0,4 10% trong ethanol va ho nong.

Pho khdi luong cho pic ion phan tir m/z
[M+H]* = 577 twong ung Vv&i cong thic phan
tr C35H5005 =576.

Phé 'H-NMR (DMSO, & ppm, 500 MHz)
cho:

— 6 tin hiéu proton methyl déc trung cua
hop chat sterol trong khoang 64 0,89-0,96 ppm

— 1 tin hiéu proton nbi do6i (H-6) ¢
o1 5,29 ppm.
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— 1 tin hiéu miii doi 6 4,33 ppm (J = 8Hz),
két hop voi phd HSQC cho biét proton nay gan
v6i C-1' cia dudng, ching to phan duong nay
c6 lién két £ véi khung aglycon, cac tin hiéu
proton methin k& oxygen cua phan dwong
dugc tim thiy trong khoang &y tir 3,1 - 3,4
ppm. Phé HMBC cho thiy c6 tuong tac giita
H-1'—>C-3 chang té phan duong ndi vao C-3
trén khung aglycon.

Phé *C-NMR (DMSO, ¢ ppm, 125 MHz)
c6 1 tin hiéu & d¢ 100,9 ppm déc trung cho lién
két -O-C-O- (acetal) ¢ vi tri 1’ ciia phan duong
churng té trong CGFEO02 ¢6 1 don vi duong; tin
hiéu & 6c 140,1 va 122,0 ppm chirng to trong
CGFEO02 c6 1 nbi doi (¢ vi tri 5, 6). Két hop

Hinh 4: CAu triic cia CGFE(02

4 KET LUAN

Céc két qua nghién ctru trén day cho thay
tir trai O Moi ¢ Tinh An Giang da co lap dugc
hai hop chét 1a luteolin va beta-sitosterol-3-O-
BD-glucopyranoside. Cac chat nay lan dau
tién dugc co 1ap trong trai cua loai cay nay.
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