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Tom tit

Vong cdch dwoc sie dung réng rdi nhw vi thudce trong dan gian. Tuy nhién, hién nay cé it nghién
citu vé loai cdy nay. Nghién ciru nay nham lam sdng t6 thanh phan héa hoc, gép phan lam phong phii
thém cdc dir liéu vé lodi thuc vit nay. Tw phan doan chloroform va ethyl acetate cua dich chiét con,
bang kj thudt sdc ky cét da phén ldp dwoe 3 hop chdt: ethyl p-hydroxycinnamate (PS1), 4-hydroxy-3-
methoxybenzaldehyde (PS2) va 4-hydroxybenzaldehyde (PS3). Cau triic ciia cdc hop chat trén duwoc
xdc dinh bang phwong phdp phé MS va NMR, ¢6 so sanh véi cdc tai liéu tham khéao. Nhitng hop chat
nay lan dau tién dwoc phan Idp tir than cdy Vong cdch.

Tw khoa: Vong cdach, 4-hydroxy-3-methoxybenzaldehyde, 4-hydroxybenzaldehyde, ethyl

p-hydroxycinnamate.

1. Pat vin dé

Tirlau, Vong cach véi tén khoa hoc 1a Premna
serratifolia L., ho Cé roi ngua (Verbenaceae) la mét
cay thube duoc st dung rong rii trong y hoc dan
gian Viét Nam nhu: Chira xo gan, khéng viém, tri
sOt, dai thao duong, dau day than klnh . Tu d6 cho
thdy day 1a mot nguon duoc lidu tiém ning trong
tuong lai. Qua tim hiéu, dén nay & Viét Nam ciing
nhu trén thé giGi co it cac cong trinh nghién ctru vé
loai cdy nay. Tai Viét Nam, budc ddu nhom nghién
ctru Nguyén Thi Bich Hang va cong su cong bd 5
hop chét: acid p-hydroxycinnamic, scutelanoside
I, premancoryboside 111, leonuriside A va rutin tir
vo than cay Vong cach. Bén canh do, hién chua
tim thay nghién ctru & ngoai nudc. Vi vy, nghién
ctru nham muc tiéu phan lap, xac dinh cAu tric cac
chat tinh khiét, gop phan lam sang to cac dit liéu
vé loai cdy nay.

Hinh 1. Cay Vong cach

2. N¢i dung nghién ciru

2.1. Nguyén liéu

Mau than cdy Vong cach dugc thu hai tai
thanh ph6 Can Tho vao thang 6/2015, dugc dinh

® Trudng Pai hoc Can Tho.

danh béng khao sat dic diém hinh thai thuc vat
hoc, so sanh véi tai liu tham khao [2]. Mau duoc
luu tai Khoa Khoa hoc Ty nhién, Truong Pai hoc
Can Tho. Duoc liéu duoc rira sach, phoi kho trong
ram, xay nho thanh bot min.

2.2. Chiét xuit, taich phan doan

Bot than cay Vong cach (5 kg) dugc ngam
dam trong ethanol 96%, thu dich chiét, c6 quay
thu duoc cao ethanol tong (350 g).

Cao ethanol tong dwgc phan tan vao nudc cat,
siéu am 15 phut, thu dich nudc.

Dich nuéc dugc tién hanh chiét phan bé long
- long véi cac dung moi ¢6 d6 phan cyc khac nhau
két hop vé6i viée thay ddi pH, thu duge cac phan
doan chloroform (0,55 g) va ethyl acetate (16 g).

Phan doan chloroform va ethyl acetate dugc
tién hanh sic ky cot dé phan lap, két hop cac
phuong phap tinh ché dé thu chat tinh khiét.

Mau chat tinh khiét dugc giri do phd MS,
NMR tai Vién Hoa hoc, Vién Han 1am Khoa hoc
va Cong ngh¢ Viét Nam. Tu do, dua vao cac dir
liéu phé hoc trén dé xac dinh cAu tric cac hop chét.

2.3. Két qua nghién ciru

Phin ldp chit tinh khiét tiv phin doan
chloroform

Phan doan chloroform dugc tién hanh sic ky
cOt pha thuong (silica gel ¢& hat 40 - 60 pm) véi
hé dung méi n-hexane - ethyl acetate ty 16 ting dan.
Két qua thu duoc 9 phan doan, ky hi¢u tr PSC1
dén PSC9. Tir phan doan PSC3, két hop sic ky 16p
mong diéu ché, phén lap duoc 1 hop chat ky hiéu
PS1 (6 mg).
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- Hop chit PS1: Dang hinh kim mau tring.
Tan tdt trong chloroform, ethyl acetate, it tan trong
n-hexane, gan nhu khong tan trong ether dau hoa.

Ph6 [M+H]" cho tin hiéu miii & m/z 193 trong
khi phd [M-H] cho tin hiéu & m/z 191, két hop véi
thong tin tir pho NMR, cong thirc phan tir PS1 duoc
dy doan la C, H,0, (M = 192 dvC).

Ph6 'H-NMR (500 MHz, DMSO) cho thay
cac gia tri H ctia vong thom tai 6 6,85 (2 H, d, J=
8,5 Hz), 7,42 (2 H, d, J = 8,5 Hz); H ndi d6i ngoai
vong cAu hinh frans tai § 6,29 (1H,d J=16 Hz),
7,64 (1H,d, J=16 Hz). H cia nhém -CH,CH, tai
4,26 (2H,q,J=7THz)vao 1,33 (3H, ¢ J=7Hz).

Phd 3C-NMR (125 MHz, DMSO) cho thay
cac gia tri cua C vong thom tai 6 115,92; 127,09;

129,97 va 157,98. Gia tri 6 167,8 cia nhdm —COO-.

Sau khi phén tich cac dir liéu phdé MS, NMR
két hop cac tai liéu tham khao, xac nhan PS1 1a
ethyl p-hydroxycinnamate hay con dugc goi la
ethyl p-coumarate.

Hinh 2. Cong thirc ctia ethyl p-hydroxycinnamate

Bang 1. So sanh dir liéu phé NMR ciia PS1 véi tai liéu tham khio

Vi tr PS1 ethyl p-hydroxycinnamate [1]
C/H oC OH oC oH
(125 MHz, DMSO) (500 MHz, DMSO) (125 MHz, CDCl,) (500 MHz, CDCl,)
C-1 127,09 126,76
C-2,6 129,97 7,42,d,8,5 Hz 130,1 7,41,d, 8,5 Hz
C-3,5 115,92 6,85,d,8,5Hz 115,92 6,88,d, 8,5 Hz
C-4 157,98 158,25
C-7 144,60 7,64,d,16 Hz 144,96 7,64, d, 16 Hz
C-8 115,49 6,29,d,16 Hz 115,07 6,30, d, 16 Hz
C-9 167,80 168,20
C-10 60,54 4,26, q,7 Hz 60,72 4,28, q,7 Hz
C-11 14,33 1,33,7,7Hz 14,25 1,34,¢,7 Hz

Phén ldp chét tinh khiét tic phén doan ethyl
acetate

Phan doan ethyl acetate duoc tién hanh sic ky
cOt pha thuong (silica gel cd hat 40 - 60 um) voi hé
dung moi n-hexane - ethyl acetate ty 1¢ ting dan.
Két qua thu duogc 8 phan doan, ky hi¢u tir PSE1
dén PSES. Tir phan doan PSES5, két hop sic ky 16p
mong diéu ché, phan 1ap dwoc 2 hop chit ky hiéu
PS2 (10 mg) va PS3 (6 mg).

- Hop chit PS2: Tinh thé dang mang, mau
vang nhat. Tan t6t trong acetone, chloroform.

Phd 'H-NMR (500 MHz, DMSO) cho thay
mdt tin hi¢u proton methoxy (~OCH,) tai ¢ 3,83
(3 H, s). Ba tin hiéu proton cua vong benzen c6 o
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6,95-7,43, ba proton trong do6 proton ¢ 0H 7,42 (1
H, dd, J=2,0 Hz, 8,0 Hz, H-6) ghép cap ortho voi
proton ¢ 6,96 (1 H, d, J = 8 Hz, H-5) va ghép céap
meta voi o 7,38 (1 H, d, J= 2,0 Hz, H-2). M{t tin
hi¢u proton aldehyde (—CHO) tai 0 9,77 (1 H, s).

Phé *C-NMR (125 MHz, DMSO) két hop vai
ph6 DEPT cho thiy mdt tin hiéu carbon carbonyl
(>C=0) ¢ 6 191. Ba carbon methine ctia vong thom
(—CH=) 6 6 126; 115,4 va 110,8. Ba carbon bac
4 cta vong thom (>C=) ¢ 6 153, 148,2 va 128,7.
Mot carbon methyl trong nhom methoxy (—OCH3)
G0 55,6.

Sau khi phan tich cac dir liéu pho NMR
két hop voi tai liéu tham khao, xac nhan PS2 1a
4-hydroxy 3-methoxy benzaldehyde.
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Bang 2. So sanh dir li¢u phd NMR ciia PS2 véi tai liéu tham khio

L PS2 4-hydroxy 3-methoxy benzaldehyde [4]
Vi tri
C/H 5C oH 5C oH
(125 MHz, DMSO) (500 MHz, DMSO) (125 MHz, CDCl,) (500 MHz, CDCI,)
C-1 128,7 129,8
C-2 110,8 7,38 (1 H, d, 2 Hz) 108,8 7,38 (1 H, d, 2 Hz)
C-3 148,2 147,2
C-4 153,0 151,8
C-5 1154 6,96 (1 H, d, 8 Hz) 114,4 7,06 (1 H, d, 8,2 Hz)
C-6 126,0 7,42 (2 H, dd, 2, 8 Hz) 127,6 7,40 (2 H, dd, 2, 8,2 Hz)
C-7 191,0 9,77 (1 H, s) 191,1 9,79 (1 H, s)
C-8 55,6 3,83(3H,s) 56,1 3,92(3H,s)

- Hop chit PS3: Tinh thé dang mang, mau
trang. Tan tdt trong acetone, chloroform.

Phd 'H-NMR (500 MHz, DMSO) cho thiy 4
tin hiéu proton ciia vong benzen c6 d6 dich chuyén
héa hoc trong khoang 6 6,92—7,76. Nhan benzen
mang hai nhom thé & vi tri para, nhan biét qua kiéu
tach spin bon vach. Hai cap proton nay déi xting
ghép cap ortho 6 0 7,76 (2 H, d, J= 8,5 Hz, H-2,
H-6)va 6,93 (2 H, d, J=28,5 Hz, H=3, H-5). M{t
tin hiéu proton aldehyde (—-CHO) tai 6 9,78 (1 H, s).

Ph6 'H-NMR ciia PS3 tuong tu nhu phé 'H-NMR
ctia PS2, nhung it hon m¢t nhém ~OCH.,. ’

Phé BC-NMR (125 MHz, DMSO) két hop
v6i phd DEPT cho thdy PS3 ¢6 1 tin hiéu carbon
carbonyl (>C=0) ¢ J 191; 2 cap carbon methine
tuong duong cua vong thom (—CH=) c6 ¢ 132,1
va 115,8; 2 carbon bac 4 cua vong thom (>C=) &
0153 va 1284

Sau khi phan tich cac dir liéu pho NMR
két hop véi tai liéu tham khéo, xac nhan PS3 1a
4-hydroxy benzaldehyde.

Bang 3. So sanh dir liéu phé NMR ciia PS3 véi tai liéu tham khao

Vi ted PS3 4-hydroxy benzaldehyde [3]
c!/tI;~l oC oH oC oH
(125 MHz, DMSO) (500 MHz, DMSO) (125 MHz, DMSO) (500 MHz, DMSO)
C-1 128,7 128,9
C-2,6 132,1 7,76 (2 H, d, 8,5 Hz) 132,6 7,76 (2 H, d, 9,0 Hz)
C3,5 115,8 6,93 (2 H, d, 8,5 Hz) 116,3 6,94 (2 H,d, 8,5 Hz)
C-4 163,4 163,8
C-7 191,0 9,78 (1 H, 5) 191,4 9,79 (1 H, )
7 3. Két luan
CHO Tur than cay Vong céach, chung t6i da phan lap
dugc 3 hop chat tinh khiét. Trong qua trinh tim hiéu
1 céc tai liéu trong va ngoai nudc vé cay Vong cach,
6 2 nhan thdy rang 3 hop chat: ethyl p-hydroxycinnamate
(PS1), 4-hydroxy 3-methoxy benzaldehyde (PS2) va
8 5 3 4 hydroxy benzaldehyde (PS3) lin dau tién duoc
O-CH, 4 phéan lap tir than cay Vong cach.
Tir két qua nghién ctru ndy, mong mudn gop
OH phan 1am phong phu thém thanh phan héa hoc cua
PS2 PS3 ciy Vong cach. Trén co so do, can tiép tuc nhiing

Hinh 3. Cong thirc ctia 4-hydroxy 3-methoxy
benzaldehyde (PS2) va 4-hydroxy benzaldehyde (PS3)

nghién ctru dé chimg minh tac dung sinh hoc, kiém
nghiém va tiéu chuan hoa dugc li¢u trong tuwong lai.
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STUDYING CHEMICAL CONSTITUENTS OF THE STEMS OF Premna serratifolia L.
Summary

Premna serratifolia L. is widely used as folk medicine. However, little research has been done on
this plant. This study aims to identify its chemical constituents, somehow providing more data related
to the plant. Chloroform and ethyl acetate fractionated from ethanol extract by Premna serratifolia L.
were isolated into 3 compounds: ethyl p-hydroxycinnamate (PS1), 4-hydroxy-3-methoxybenzaldehyde
(PS2) and 4-hydroxybenzaldehyde (PS3). Their structures were identified by NMR and MS spectroscopic
methods, compared with the relevant literature. These compounds were isolated for the first time from
the stems of Premna serratifolia L.

Keywords: Premna serratifolia L., 4-hydroxy-3-methoxybenzaldehyde, 4-hydroxybenzaldehyde,
ethyl p-hydroxycinnamate
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