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Tém tat: Tir phan doan dich chiét cthylacetat phan trén mit dat ciia cdy Chua me dat hoa vang thu
hai & tinh Ha Tinh va bang phuong phap sac ky cot da phan lap dugce 3 hop chat. Cau triic hoa hoc
clia cac hop chat nay dugc xac dinh bang phuong phap phd nhu: phd khéi, phd cong huong tir hat
nhan. Cac chét dugce xac dinh 1a: acid eburicoic (1), 24- methylenecholest-4-en-34,6-diol (2),
3p-hydroxylanosta-8,24-dien-21-oic acid (3). Cac hop chét nay 1an dau tién duoc phan lap tir phin

trén mit dét cua cdy Chua me dét hoa vang.

Tw khoa: Oxalis corniculata, eburicoic, 24-methylenecholest-4-en-3,64-diol, 33-hydroxylanosta-

8,24-dien-21-oic.
1. Pit van dé

Trén thé gi6i, chi Oxalis (ho Oxalidaceae)
bao gdm hon 900 loi, phin bd ¢ ving nhiét déi
va can nhiét déi [1]. Hién nay, & Viét Nam phat
hién cé 4 loai thudc chi Oxalis, bao gém: Chua
me nui (Oxalis acetosella L.), Chua me dét hoa
hdng (Oxalis corymbosa DC.), Chua me dat
hoa vang (Oxalis corniculata L.) va Me dat
d6 (Oxalis deppei Sw.), trong do6 c6 3 loai dugc
ding 1am thudc. Cay Chua me dat hoa vang la
loai phd bién nhat [2]. Mot s6 nghién ctru cho
thiy cay Chua me dat c6 chira nhom chét nhu
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flavonoid, tanin, ...[1, 3] va c6 tac dung chong
oxy hoa, chéng viém [4]. Cho dén nay, céac
cong trinh nghién ctru dd céng bd vé thanh phan
hoa hoc, tac dung sinh hoc cua cady Chua me dat
hoa vang ¢ Vi¢t Nam ciing nhu trén thé gidi
con kha it. Bai bao nay trinh bay mot sO két qua
nghién ctru vé thanh phan hoéa hoc gdp phan bd
sung thém dit liéu vé cdy chua me dét hoa vang va
hudng nghién ciru tac dung sinh hoc cta ciy nay.

2. Nguyén liéu va phwong phap nghién ciru
2.1. Nguyén liéu

Cay Chua me dat hoa vang dugc thu hai vao
thang 7 nam 2016 tai xa Cam Son, huyén Cam
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Xuyén, tinh Ha Tinh, phan trén mat dit cua cay
dugc phoi sdy kho, bao quéan trong tui nilon kin.
Mau thue vat (s6 hiéu: Vi Dtc Loi 11) da duoc
Vién Tai nguyén sinh vat, Vién Han 1am Khoa
hoc va Cong nghé Viét Nam li¢u gidm dinh tén
khoa hoc 1a: Oxalis corniculata L., ho Chua me
dat (Oxalidaceae), mau ciing dang duoc luwu giit
tai Khoa Y Duoc, PHQGHN.

2.2. Héa chat, thiét bi

- Sic ky 16p moéng: st dung ban moéng
nhoém trang san silicagel 60 F,s, Merck, do day
0,2mm. Sau khi trién khai sic ky, bian mong
dugc kiém tra bang dén tir ngoai ¢ budc song
254, 365nm sau d6 hién mau bang thudc thir 14
dung dich H,SO, 10% trong ethanol.

- Séc ky cot: sic ky cot sir dung silicagel c&
hat 0.063-0.200mm (Merck) va ¢& hat 0,040-
0,063 mm (Merck) véi cac loai cot sic ky co
kich ¢& khac nhau. Cot sephadex LH-20.

- Phd cong huong tr hat nhan NMR duogc
ghi trén may Bruker Avance S00MHz tai Vién
Hoéa hoc, Vién Han lam Khoa hoc va Cong
nghé Viét Nam.

- Ph6 khéi ESI-MS do trén miy Varian
Agilent 1100 LC-MSD tai Vién Hoéa hoc, Vién
Han 1am Khoa hoc va Cong nghé Viét Nam.

- Do nhi¢t d6 nong chay trén may SMP10
BioCote tai Khoa Y Duoc, PHQGHN.

2.3. Phuong phdp chiét xudt va phdn ldp

Phan trén mit dat cua cay chua me dat duoc
phoi siy kho, nghién thanh bot (2,4 kg), ngdm
chiét trong methanol (8,0 lit x 3 1an). Dich chiét
methanol sau d6 dugc quay cat loai dung méi
duéi ap sudt giam thu duoc 196 g dich cb. Liy
176 g dich ¢6 nay hoa vao 1,5 lit hdn hop
MeOH : H>O (1/1) rdi chiét phan bd lan lugt
bang cac dung moi n-hexan, dichloromethan,
ethyl acetat. Sau khi ct loai dung méi duéi ap
sudt giam thu duoc cac can chiét n-hexan (60
g), dichlomethan (28 g), ethyl acetat (18 g) va
dich nudc con lai.

Tir 15,0 g can chiét ethyl acetat tién hanh
sic ky cot trén silicagel pha thuong véi hé dung
mbi rira gidi aceton:chloroform: methanol

3/1/0,1; thu dugc sau phan doan A (2,2 g), B
(1,6 g), C (800 mg), D (1,4 g), E (1,2) , F(1,6
g). Phan doan A phan tach trén sic ky cot pha
thuong, hé dung méi CHCI; - MeOH (20:1) thu
dugc 3 phan doan chinh (Al, A2, A3). Phan
doan Al duoc phan tach qua cot sic ky pha
thuong, dung méi CHCI; - MeOH (15:1) thu
dugc 4 phan doan nhdé Al.1, Al1.2, A1.3 va
Al.4. Khi tach phan doan Al.1 bang séic ky cot
pha ddo, hé¢ dung méi MeOH: H20 (3:2, v/v)
thu dugc hop chat 1 (15 mg). Phan doan A1.2
dugc phan tach trén cot sic ky pha thuong, véi
hé dung moi rira giai CH,Cl, @ Aceton (2:1, v/v)
thu dugc hop chit 2 (20mg). Phan doan A1.3
dugc phan tach bang sic ky cot pha dao, voi hé
dung moéi rua giai ACN: H20 (90:10, v/v) thu
dugc hop chat 3 (12mg).

3. Két qua va théo ludn

Hop chit 1:

Tinh thé mau tring; t,. = 280-283 °C;

IR (KBr) vmax (cm™): 3332, 1720, 1648,
890; ESI-MS m/z 469 [M]

'H-NMR (400 MHz, pyridine-ds) (8 ppm):
4,88 (2H, br s, H-31); 3,41 (1H, ¢, J=10,5 Hz,
H-3); 2,62 (1H, td, J=10,5; 7,0 Hz, H-20); 2,49-
2,39 (1H, m, H-17); 2,33-2,23 (2H, m, H-23,
25); 2,09-2,04 (1H, m, H-7p, 16, 22); 2,01-1,91
(2H, m, H-8, 11, 12); 1,81 (2H, dt, J=7,5, 3,5
Hz, H-2); 1,67 (1H, m, H-60., 150); 1,65 (3H, s,
H-27); 1,62-1,44 (1H, m, H-6B, 7a); 1,60 (3H,
d, J=7 Hz, H-26); 1,27 (1H, td, J=12,5 Hz, H-
15B); 1,23 (3H, s, H-30); 1,18 (1H, s, H-1a);
1,14 (1H, dd, J=11 Hz, H-5); 1,06 (3H, s, H-
18); 1,00 (3H, s, H-19);

PC-NMR (100 MHz, pyridine-ds) (8 ppm):
191,3 (C-21); 155,9 (C-24); 135,4 (C-8), 134,3
(C-9); 107,0 (C-31); 78,0 (C-3); 50,9 (C-5);
49,8 (C-14); 49,2 (C-20); 47,7 (C-17); 44,9 (C-
13); 39,5 (C-4); 37,4 (C-10); 36,1 (C-1); 34,2
(C-25); 31,8 (C-22); 30,9 (C-15); 29,3 (C-12);
28,7 (C-2); 28,6 (C-29); 27,5 (C-16); 26,8 (C-
7); 24,5 (C-30); 22,0 (C-26); 21,9 (C-27); 21,3
(C-11); 19,4 (C-19); 18,7 (C-6); 16,4 (C-18).
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Hop chit 2:

Chat bot vo dinh hinh, mau tring. [a]*p= -
21,0 (¢=0,1, CHCl;)

Cong thirc phan tir: CosHyeO,. Khéi luong
phan tu: 414

BC-NMR (125 MHz, CDCl;) (8 ppm):
39,7(C-1); 30,1(C-2); 73,7(C-3); 129,9(C-4);
147,1(C-5); 67,5(C-6); 37,7(C-7); 28,4(C-8);
55,0(C-9); 37,3(C-10); 21,3(C-11); 40,7(C-12);
42,8(C-13); 56,4(C-14); 24,5(C-15); 28,5(C-
16); 56,3(C-17); 12,2(C-18); 21,6(C-19);
36,0(C-20); 18,9(C-21); 35,0(C-22); 30,1(C-

31
CH,

26

Hop chét 1: Acid eburicoic

23);  156,7(C-24); 34,0(C-25); 22,6(C-26);
22,1(C-27); 106,6(C-28).

'H-.NMR (500 MHz, CDCl;) (8 ppm):
1,16(1H, m, H-1); 1,97(1H, m, H-2); 5,99(1H,
s, H-4); 1,38(1H, m, H-7); 1,52(1H, m, H-8);
0,87(1H, m, H-9); 1,49 (1H, m, H-11); 1,28
(1H, m, H-12); 1,13 (1H, m, H-15); 1,23(1H,
m, H-16); 0,72(1H, s, H-18); 1,54(1H, s, H-19);
1,41(1H, m, H-20); 0,99(1H, d, J= 6,5Hz, H-
21); 1,22(1H, m, H-22); 1,97(1H, m, H-23);
2,28(1H, m, H-25); 0,88(1H, d, J=6,5Hz, H-
26); 0,89(1H, d, J=6,5Hz, H-27); 4,84(1H, d,
J=8,0Hz, H-28).

28

Hop chat 3: Acid 3B-hydroxylanosta-8,24-dien-21-oic

Hinh 1. CAu tric cia cac hop chét 1-3.
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Hop chit 3:

Tinh thé mau tring; t,. = 258-260°C;

IR (KBr) vmax (cm™): 3200 (-OH), 1718,
1632; ESI-MS m/z 455 [M];

'H-NMR (400 MHz, pyridine-ds) (8 ppm):
5,32 (1H, ¢, H-24); 3,40 (1H, ¢, J=9,5Hz, H-3);
2,61 (1H, td, J=9,5; 4,0 Hz, H-20); 2,46-2,35
(2H, m, H-16, 17, 23a); 2,29-2,25 (1H, m, H-
23b); 2,06 (2H, ¢, J=5,5; 3,5 Hz, H-7); 1,97-
1,92 (2H, m, H-11, 12, 22a); 1,85-1,44 (1H, m,
H-1b); 1,81 (2H, dt, J=9,5; 4,0 Hz, H-2); 1,80
(1H, dt, J=9,5; 4,0 Hz, H-1a); 1,78-1,68(1H, m,
H-6, 15a, 22b); 1,65 (3H, s, H-27); 1,60 (3H, s,
H-26); 1,26 (1H, td, H-15); 1,23 (3H, s, H-30);
1,15 (1H, ¢, H-5); 1,06 (3H, s, H-18, 28); 1,00
(3H, s, H-19); 0,99 (3H, s, H-29).

PC-NMR (100 MHz, pyridine-ds) (8 ppm):
178,7 (C-21); 135,0 (C-8); 134,3 (C-9); 131,7
(C-25); 1249 (C-24); 77,8 (C-3); 50,9 (C-5);
49,8 (C-14); 49,1 (C-20); 47,7 (C-17); 44,9 (C-
13); 39,5 (C-4); 37,4 (C-10); 36,1 (C-1); 33,3
(C-22); 30,9 (C-15); 29,4 (C-12); 28,7 (C-2);
28,6 (C-28); 27,5 (C-16); 26,8 (C-7); 26,7 (C-
23); 25,8 (C-26); 24,5 (C-30); 21,2 (C-11); 19,4
(C-19); 18,7 (C-6); 17,7 (C-27) 16,4 (C-29);
16,4 (C-18).

Hop chit 1: Acid eburicoic

La tinh thé khong mau, nhiét do nong chay
280-283 °C. Pho khoi lwong ESI-MS cua hop
chét 1 cho pic ion m/z 469 [M]" twong tmg véi
cong thirc phan tr C;;H500s. Phé héng ngoai
ctia hop chat 1 c¢6 dai hdp thy dic trung cua
nhom exometylen (=CH,) tai 890 cm’! ; cua
nhém cacbonyl (C=0) tai 1720 cm™ va cua
nhém hydroxyl (-OH) ¢ 3332 cm’. Phd 'H-
NMR ciia hop chét 1 cho thay tin hiéu cua 5
nhom metyl & d6 dich chuyén &y 1,06 ppm (H-
28), 1,00ppm (H-29), 1,23 ppm (H-30), 1,60
ppm (H-26), 1,65 ppm (H-27) va hai proton
exometylen tai o, 4,88 ppm va 4,92 ppm (H-
31). Ngoai ra, phé 'H-NMR con xuét hién tin
hi€u cua proton carbinol tai 6, 3,45 (1H, t, H-
3). Phé *C-NMR, DEPT cua hop chit 1 xuit
hién tin hiéu cua 31 carbon, bao gdm 5 carbon
metin, 10 carbon metilen, 7 carbon metyl, 4
carbon olefinic, 1 carbonyl va 4 carbon bac 4.
Tin hiéu phé “C-NMR ciia hop chit 1 cho thy

tin hi¢u cua 5 carbon nhom metyl tai C-18 (5
16,4 ppm), C-19 (6.19,4 ppm), C-28 (5. 28,6
ppm), C-29 (8. 16,4 ppm), C-30 (6. 24,5 ppm),
ddng thoi cac tin hiéu cacbon con lai cho thiy
ciu trac gdm mot hé thdng bdn vong trong do
6 mot lién két doi tai vi tri C-8 (8. 135,4 ppm)
va C-9 (8. 134,3 ppm), mot lién két doi tai C-
31(5. 107,0 ppm) va C-24 (3. 155,9 ppm) va
mot cacbonyl tai C-21 (6. 191,3 ppm). Phé C-
NMR con xuét hién tin hi¢u tai 5. 78,0 ppm la
tin hiéu cua C-3 c6 gin nhom hydroxyl. Ngoai
ra, trén phé HMBC cho thdy su twong tac giita
céc proton va carbon trong phan tir ctia hop chat
1. Két hop phd 'H-NMR, “C-NMR va DEPT,
HSQC, HMBC cho thdy hop chit 1 1a mot dan
xudt cua lanosterol. Tir sb liéu phd nhu trén va
so sanh véi tai liéu [5], c6 thé xac dinh cau tric
ctia hop chat 1 1a: acid eburicoic.

Hop chit 2: 24-Methylenecholest-4-en-
3B,6pB-diol

Hop chit 2 thu duoc dudi dang bot mau
tring. Phé 'H-NMR cuia hop chét 2 cho biét su
c6 mat cua 5 nhom methyl tai oy 0,72 (3H, s, H-
18), 1,54 (3H, s, H-19), 0,99 (3H, d, J = 6,5 Hz,
H-21), 0,88 (3H, d, J = 6,5 Hz, H-26) va 0,89
(3H, d, J = 6,5 Hz, H-27); 1 proton olefin tai 6y
5,99 (1H, s, H-4); va 2 proton oxymethine tai oy
4,55 (2H, m). Phé C-NMR cua hop chit 2 cho
thdy su c6 mit cua 28 carbon bao gdm 5 carbon
methyl, 10 methylene, 9 methine va 4 carbon
bac 4. Tuong taic HMBC gitra H-26 (64 0,88) va
H-27(dy4 0,89) va C-24 (8 156,72)/C-25 (8¢
34,08); gitta H-28 (65 4,84) va C-23 (o
30,19)/C-24 (8 156,72)/C-25 (5 34,08) goi v
sy c6 mit cta lién két doi tai C-24/C-28 va hai
nhom methyl tai C-25. Tuong tac HMBC gitra
H-19 0y 1,54) voi C-1 (6. 39,73)/C-5 (8¢
147,15)/C-9 (8. 55,03)/C-10 (6. 37,33); giita
H-3 va H-6 (8y 4,55) dén C-4 (5. 129,97)/C-5
(0 147,15)/C-7 (8¢ 30,95)/C-10 (8. 37,39) cho
phép x4c dinh vi tri cia 2 nhém hydroxyl tai C-
3 va C-6. Tr cac phan tich pho néu trén két hop
so sanh véi hop chit 24- methylenecholest-4-
en-38,64-diol [6], cho thdy su giéng nhau vé sb
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liéu PC-NMR & céc vi tri twong Gmg. Vi vay,
cAu triic cua hop chat 2 duge xéac dinh 1a 24-
methylenecholest-4-en-34,64-diol.

Hop chit 3: Acid 3B-hydroxylanosta-8,24-
dien-21-oic

La chit bot mau tring, diém noéng chay tai
258-260 °C. Pho khoi lugng EI-MS ciia hop
chét 3 cho pic ion m/z 455 [M]" tuong ng véi
cong thirc phan tir C30Hy50s. Phd '"H-NMR cua
hop chdt 3 co sy xudt hién cia cac tin hiéu
proton metyl tai 1,06 (3H, s, H-18), 1,00 (3H, s,
H-19), 1,60 (H-26), 1,65 (H-27), 1,06 (3H, s,

H-28), 0,99 (3H, s, H-29), 1,23 (3H, s, H-30).

Pho “C-NMR, DEPT cuia hop chit 3 cho thay
tin hi¢u cua 30 carbon trong d6 4 carbon metin,
10 carbon metilen, 7 carbon metyl, 4 carbon
olefinic, 1 carbonyl va 4 carbon bac 4. Cac tin
hiéu ph cho thiy cau tric ctia hop chét 3 ciing
bao gdm mot hé thdng bén vong, trong dé co
mot lién két doi tai vi tri C-8 (8¢ 135,0 ppm) va
C-9 (8.134,3 ppm). Hop chat 3 c6 sy xuat hién
tin hi¢u cua hai carbon olefinic tai C-24 (3
124,9 ppm) va C-25 (6.134,6 ppm) va mot
carbonyl tai C-21(5.178,7 ppm). Ngoai ra, trén
phé HMBC cho thiy sy twong tic giita cac
proton va carbon trong phén tir 3. Két hop phd
'H-NMR, “C-NMR va DEPT, HSQC, HMBC
cho thdy hop chat 3 1a mot din xudt cua
lanosterol. Ttr s6 liéu phé va so sanh voi tai liéu
[7], c6 thé x4c dinh cdu trac cta hop chit 3 phu
hop véi céu trac cua acid 3B-hydroxylanosta-
8,24-dien-21-oic.

4. Két luan

Di st dung phuong phap ngadm chiét voi
dung mdéi MeOH va phuong phap sic ky cot
phan lap duoc 3 hop chat tir phan trén mat dat
ctia cdy Chua me dat hoa vang thu hai ¢ tinh Ha
Tinh. Xéc dinh cdu tric cic hop chit phan 1ap

dugc thong qua két qua do nhiét 4o nong chay,
phé khéi, phd cong huong hat nhan va so sanh
v6i cac dit liéu cong bd ciia cac hop chit lién
quan. Ba hop chit phan 1ap dugc xac dinh cau
trac  la:  Acid eburicoic (1), 24-
methylenecholest-4-en-34,66-diol (2), acid 3pB-
hydroxylanosta-8,24-dien-21-oic (3). Ca 3 hgp
chét nay déu 1an dau tién phan lap duoc tir phan
trén mat dat cia cdy Chua me dét hoa vang.
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Compounds Isolated from the Ethyl Acetate Fraction
of the Aerial Parts of Oxalis corniculata L.

Vu Duc Loi', Dang Thi Quynh Nga', Do Thi Mai Huong” Nguyen Quoc Huy”

"YNU School of Medicine and Pharmacy, 144 Xuan Thuy, Cau Giay, Hanoi, Vietnam
’Hanoi University of Pharmacy, 13-15 Le Thanh Tong, Hoan Kiem, Hanoi, Vietnam

Abstract: The ethyl acetate fraction of the aerial parts of Oxalis corniculata L. (collected in Ha
Tinh province) isolated three compounds (1-3) by chromatographic methods. Their structures were
elucidated by spectroscopic methods, including MS and NMR. These compounds were identified as:
Eburicoic acid (1); 24-methylenecholest-4-ene-35, 65-diol (2); and 3B-hydroxylanosta-8.24-dien-21-
oic acid (3). These compounds were, for the first time, isolated from the aerial parts of Oxalis
corniculata L.

Keywords: Oxalis comiculata, eburicoic, 24-methylenecholest-4-ene-3f, 6f-diol, 3p-hydroxylanosta-
8,24-dien-21-oic.



