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Tom tat

Bai b4o trinh bay vé qui trinh phan 14p thanh phan héa hoc cua 1a cdy D6 Bau duoc hai ¢ tinh
Binh Phuéc. Qui trinh thé hién 1 timg giai doan ciia qué trinh nghién ctu tir xir Ii 14 twoi dén
khi thanh cao. Tir 7 kg 14 tuoi sau khi phoi kho va sdy thu dwoc 2,5 kg 14 khé, trich 3 1an voi
metanol bang phwong phap dun hoan luu, mdi lan trich 1a 2 gio. Toan b dich trich duge dem
¢b quay ap suat thap thu dugc cao metanol. Cao kho metanol dugc trich véi acetat etyl thu duoc
cao acetat etyl. Tir cao acetat etyl thuc hién séc ki cot silicagel voi nhiéu hé giai li thu duoc 5
phan doan tir C1- C5, sau d6 séc ki cot phan doan C2 véi nhidu hé dung li khac nhau qua nhiéu
phan doan ké tiép thu duoc chat tinh khiét CC2 (5 mg). Két qua cua thuc nghiém thu duoc mot
qui trinh phan 1ap thanh phan hoa hoc cua 1a cay D6 Bau qua timg giai doan. Dua vao s6 ligu
phd H, *C NMR, phd 2D-NMR HSQC, HMBC két hop véi tai lidu, cAu truc hop chat duoc dé
nghi 1a 7-O-metilapigenin 5-O-[ —D-xylopyranosyl-(1—6)- s-D-glucopyranoside].

® 2020 Journal of Science and Technology - NTTU

Nhan 16.08.2019
Puoc duyét 28.09.2020
Congbd  30.10.2020
Tu khoa

14 cay D6 Bau, cao tir 14
cdy D6 Bau, thanh phan
hoéa hoc 14 cay D6 Bau,
qui trinh phan 1dp thanh
phan héa hoc 14 cay

D6 Bau

1 Gigi thiéu

Cay D6 Bau co tén khoa hoc 1a Aquilaria crassna Pierre
thuoc ho Tram Huong (Thymelacaceae). Trén thé giéi chi
Aquiraria co khoang 15 loai, phan bd cha yéu & khu vuc
nhiét doi tir An Do dén Pong Nam A va mién Nam Trung
Quéc. O nudce ta co 4 loai: A.crassna, A. banaensis Phamh,
A.baillonii Pierre.ex Lecomte va A. ruginosa. Cay D6 Bau
moc & nhitng ving nai huéng vé phia c6 gio bién nén ta
thuong gap ¢ vung phia Pong Truong Son hon 14 phia Tay,
trong rirng ram nhiét doi. D6 Bau 1a mot loai cay gd xanh,
cao (15 - 30) m, duong kinh than khoang (1 - 1,5) m, than
thang. La don, moc cach, co hinh bau duc, cudng 14 dai
(4 — 6) mm, kich thuéc (8 — 15) cm x (2,5 — 9) cm. Ddi voi
chi Aquilaria nguoi ta tim thay 2 loai, mot loai voi 14 tron
1a D6 Bau, loai con lai nhon goi 1a D6 me. Ca hai loai nay
déu cho chat lugng trAm nhu nhau. Cay D6 Bau co kha
ning hinh thanh mot loai san pham dic biét 1a trdm huong
va ki nam c6 gia tri thwong mai rat cao. Nhimg nghién ctru
truéc day cho biét khong phai bat ki than cay D6 Bau nao
cling ¢6 trAm va ki nam. Chi c6 mot s6 cdy co bénh moi
chira tram & phéan 16 ctia than cdy va qua trinh nay chi xay
ra khi cay con séng [1] Cac khdi tram thuong duoc tao
thanh trong than cdy hoac trong nhitng canh 16n, chung 1a
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két qua cia ca mot qua trinh chuyén hoa cac bénh li ¢
nhitng noi cdy bi bénh, bi thuong. C6 gia thuyét rang, trudc
tién cay bi nam gay benh tai nhung chd bi thuong lam cho
cay bi suy yeu tlep d6 néu nim tham nhap vao cay va tao
thanh cac khdi tram. Tinh dau tram co gia tri dac biét, duoc
ding trong cong nghé ché bién hwong lidu. Mui cua tram
vira phang phit mui cua tinh dau dinh huong, vira c6 mui
thom ctia hoa hdng. Cac héa mi phim co6 chua tinh dau rat
duoc ua chudng [2]. Trong y hoc ¢6 truyén & nudc ta, tram
huong dugce coi 1a vi thude qui hiém, ¢6 vi cay, tinh hoi 6n.
Puoc dung dé chita cac bénh dau nguc, dau bung, ndén mua,
tiéu chay, hen suyén, loi tiéu, giam dau, tran tinh, ha st va
khé thé [3]. Dam gb trAm ciing duoc sir dung vao nhiéu
muc dich khac nhau, dac biét 1a chira bénh thip khép, bénh
dau mua, bénh dau bung va dung cho phu nir sau khi sinh
con [3]. Nuéc sic tir gd tram c6 tac dung khang khuén, dic
biét 1a véi cac loai khuan Mycobacterium tuberculosis va
Shigella flexneri [4,5]. Cay D6 Bau ma san pham ciia né la
tram hwong va ki nam c6 gia tri kinh té cao dong thoi no
con ¢6 cdng dung chira bénh rat tot.

2 Thuc nghiém

Séc ki ban mong trén silicagel pha thuong Merk, Kielselgel
60 F254, 250 um. Thudc thir hién hinh ban moéng 1a: acid



Tap chi Khoa hoc & Céng nghé S6 11

H,SO, ddm dac. Dung méi thyc nghiém la dung moi da
chung cét: acetat etyl (78°C), eter dau hoa 60°C - 90°C,
metanol 64°C - 65°C, cloroform 61°C - 62°C. Cac hoa chat
sir dung thudc hing Xilong Scientific, Trung Qudc.

2.1 X li mau

La cay D6 Bau tuoi dugc thu hai ¢ Loc Ninh, tinh Binh
Phuéc. Sau d6 phoi sdy & khoang 70°C dén khéi luong
khong d6i. Pem nghién nho va ding cho thyc nghigm.

2.2 Tién hanh thuc nghiém

Tir 7 kg 14 tuoi sau khi phoi kho va siy thu dugc 2,5 kg 1a
kho, trich 3 1an véi metanol bang phwong phap dun hoan
lwu, mdi lan trich 1a 2 gio. Toan bé dich trich duge dem co
quay ap suat thip thu duwoc 100 g cao metanol. Cao kho
metanol dugc trich véi acetat etyl thu dugc 18 g cao
acetat etyl.
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Dich nudc

Sac ki cét trén silicagel vdi hé dung méi

eter din héa va acetat etyl véi d6 phin

cuc ting dan, thu dwoc 5 phan doan

C1 c2 Cc3 C4 Cs
2.30g 2.30¢g 1.70g 2.50g 2.70g
Hé cloroform ; ( metanol (9.5} - nudc (0.5))
2.:1
L
CC2

So db 1 Qui trinh thyc nghiém phan 1ap hop chit CC2

3 Noi dung va phuong phap nghién cuu

Tham khao cac tai liéu [5,6,7], nhiéu dan xuét chromon da
dugc phén 14p tir trim hwong tir ving Kalimanta. Hop chat
chrome 2-(2-4’-methoxyphenyletyl) chromone dugc phan
lap boi Keiji Hashimoto. Nam 2007 Nguyén Thi Thuy
Trang da phan lap duoc ba hop chat Stigmast-4-en-3-on |
acid 3,24-o0,0-isopropiliden-24- hidroxioleanolic va 5,7-
dihidroxi-3’,4’-dimetoxiflavon tir than cdy D6 Bau. Khao
sat cao trén dung moi etylacetat chua ting dugc nghién
clru, vi vy cao trén dung méi etyl acetat dwoc chon dé tién
hanh khao sat. Tir cao etyl acetat thyc hién sic ki cot
silicagel v6i hé dung moi eter dau hoa va aetatetyl véi do
phéan cuc tang dan thu duoc nam phéan doan tir C1- C5, sau
d6 sic ki cot phan doan C2 (2,30 g) voi nhiéu hé dung li
khac nhau cloroform, metanol va nwdc véi ti 1€ cloroform
(9): (metanol (9,5): nuée (0,5) (1)) qua nhidu phan doan ké
tiép thu dwoc chét tinh khiét CC2 (5 mg).

4 Bién luan

Hop chit CC2 dwoc phan 1ap dudi dang tinh thé mau vang
tan it trong metanol. Sic ki ban mong cho vét hap thu UV
254, hién hinh bang H,SO, dam dic cho vét tron mau vang.
Phé *H-NMR cua chit CC2 cho miii cong huéng véi sy hién
dién cua mot nhom -OCHs gin trén vong benzen & § 3,902
ppm (3H, s, 7-OCHs); O ving truong thip 6-8 ppm xuét hién
tin hiéu cta hai vong benzen. Vong thtr nhat mang 4 nhém
thé o vi tri 1, 2, 3, 5, hai proton con lai ghép meta v6i nhau
[0 6,86 ppm (1H, d, J=2.0, H-6); 7,02 ppm (1H, d, J=2.0,
H-8)]. Vong thir hai mang 2 nhom thé & vi tri 1, 4 , bon
proton con lai chia thanh 2 cip ddi ximg ghép orto vai nhau
[67,93 ppm (2H, d, ] =2.0, H-2’, 6°); 6,92 ppm (2H, d, J=2,
H-3°, 5°)]. M6t proton olefin & 6,70 ppm (s, 1H, H-3), hai
proton anomer cua hai don vi duong: B-glucose & 4,80 ppm
(1H, d, J=7,5), duong B- xylose & 4,19 ppm (1H, d, J=7.5).
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Phé *C —DEPT NMR cua chit CC2 cho cic miii cong
huong ang vaéi sy hién dién cta 27 carbon trong d6 c6 7
carbon thir cap, 1 carbon -CHj, 2 carbon -CH,, 16 carbon -
CH. O ving trudng thap co tin hidu cua mot nhom carbonyl
lién hop & 177 ppm (s, C-4); 5 carbon huong phuong lién két
VGi oxi & & 155-165 ppm. O ving tir 5 60- 80 ppm thiy xuat
hién nhoém tinh hiéu hién dién ctaa 2 don vi dudng glucose va
xylose va tin hiéu cua carbon anomer cua duong glucose
6 103,5 ppm va dudng xylose & 104,4 ppm.

Tu cic dit kién trén cho thidy hop chit CC2 la mot
flavonoid ¢6 khung apigenin mang nhom thé metil va 2 don
vi duong B-glucose va - xylose.

Phé HMBC ciia CC2 cho cac tin hiéu tuong tac gitra H-3
voi C-2, C-4, C-10, C-1’ ; gilta H-6 v6i C-5, C-7, C-8,
C-10; H-8 véi C-6, C-7, C-9, C-10; H-2°,6> va H-3",5" cling
tuong tac voi C-4. Ngoai ra con co tuong tac gitra proton
nhom CH3O- va C-7, proton anomer cua duong glucose
H-1 va C-5, proton anomer dudng xylose va C-6"". Tur do
¢6 thé xac dinh duoc tit ca cac tin hiéu carbon, proton va
cach lién két cua khung apigenin va phan duong.

Bang 1 S liéu phé *H va C-NMR cua CC2 trong dung moéi
DMSO
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7 163,6
C-6, C-7, C-9,

8 7,02 (d, 1H, J=2) 96,5 o0

9 158,5

10 109,1

I’ 121,1

2 793(d1H,J=2) | 1282 | C4,C6
3’ 692(d,2H,J=2) | 1160 | C-1’,C-5
e 160,9

5’ 6,92(d,2H,J=2) | 1160 | C-1°,C-3’
6 7,93(d, J=2) 1282 | C-2°,C-4

7-OCH, 3,90 (s, 3H) 56,18 C-7

1” | 4,80(1H,d,J=7,5) | 1035 C5
2 2,97 73,4

3 3,11 (t, J=9.0) 76,6

4 3,27 (t, 1=9.0) 69,5

5 3,30 m 75,6

3,65(dd, 3= 11,0, J=

6 ( 56) 68,7

1" | 419(1H,d,J=7,5) | 1044 c-6”
2 3,56 (t, J = 9) 73,4

377 3,23 m 75,9

4 3,02m 69,8

50 3,68 m 65,6

Vi tri 54 (PPM) bo | o duan
2 161,4
C-4, C-10, C-
3 6,70 (s, 1H) 105,8 e
4 177,0
5 158,1
6 6,86 (d, 1H, J=2.0). 102,8 |C-7,C-8, C-10,
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IYEN TAT THAN

Tur phd NMR mét chiéu va hai chiéu, két hop véi tai lidu dé
nghi chit CC2 1a 7-O-metilapigenin 5-O-glucopyranoside
¢6 cAu tric nhu sau:

Hinh 1 Céu trac hoa hoc va cac tuong tac hoa hoc trong CC2
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5 Két luan

Nhu véy, d& tai “Khao sat so bd qui trinh phan 1ap thanh ~ Dé tai s& tiép tuc tién hanh phan lap cac hop chét tinh khiét
phan hoa hoc cua 1 cdy DO Bau” thu dugc qui trinh phén tir cac phan doan khac va thir hoat tinh sinh hoc cac hop
lap thanh phan hoa hoc tir 14 cay D6 Bau. chat phan 1ap duoc.

Mot hop chat CC2 duge phan 1ap dudi dang tinh thé mau | 5 cim on

vang tan it trong m’etanol.Cejlu trac cua hop Chét”CC2 dugc Nghién ciru duoc tai tro bai Qui phat trién Khoa hoc va
Xac dlnh dua vao ,S(S |IéU ph6 1H, 13C NMR, phéZD-NMR Céng nghé _ Dai hQC Nguyén Tﬁt Thanh, ma Sé dé tai
HSQC, HMBC két hop véi tai liéu thi cu tric d& nghi cia 5017 01 24/HBD-KHCN.

hop chat nay 1a 7-O-metilapigenin 5-O-glucopyranoside.
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Procedure for Isolation of Chemical Composition from Do Bau Leaves
(Aquilaria crassna Pierre leaves)

Ngo Thi Chau
Faculty of Pharmacy, Nguyen Tat Thanh University
ntchau@ntt.edu.vn

Abstract The paper presents the chemical compound isolation procedure from Do Bau leaves that were picked in Binh
Duong province. 2,5kg of dried leaves was collected from 7kg fresh leaves. Next, the dried leaves were extracted three
times with methanol via reflux method in two hour and then all extracted solution went through low pressure evaporation to
get methanol gel. This methanol gel was then extracted using ethyl acetate to get the ethyl acetate gel that was then studied
using column chromatography (on silica gel) with different polarization solutions. Finally, C1-C5 segments were obtained.
C2 segment was selected for study by column chromatography to get the compound CC2. The compound structure was
determinized through analysis of their NMR-spectroscopic data with *H, **C NMR, 2D-NMR HSQC and HMBC. The
compound was named 7-O-metilapigenin 5-O-[f —D-xylopyranosyl-(1—6)- s-D-glucopyranoside]

Keywords Do bau, Do bau leaf, chemical composition of Do Bau, chemical compound isolation procedure from Do Bau leaves
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