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Tém tit: Tur dich chiét ethanol cua 14 cdy 1a dién (Dicliptera chinensis (L.) Nees) thu hai & tinh
Nam Dinh, st dung phuong phap sdc ky d3 phan 1ap duoc hai hop chit terpenoid. Cac hop chét
nay dugc xac dinh la: 3B-hydroxylup-20 (29)- -20(29)-en (1), stigmast-5,22-dien-3--ol (2) Céu
trac ctia cac hop chit nay dua trén cac dir liéu phé khdi lwong va cong hudng tir hat nhan két hop
so sanh vai dir lidu phd dugc cong bd trong tai lidu tham khao. Day 1a 2 hop chét 1an dau tién duoc

phan 1ap tir 14 cay 14 dién.

Tir khéa: La dién, cay gan heo, 3B-hydroxylup-20 (29)-20(29)-en, stigmast-5,22-dien-3-B-ol.

1. Pit van dé

Cay la dién hay con goi 1a cdy Gan heo
(Dicliptera chinensis (L.) Nees), ho O ro-
Acanthaceae di duoc biét dén 1a ciy duoc ding
lam thudc, thuc pham [1, 2]. Ciy niy moc
hoang, hay moc & nhiing chd am wét. Cay 14
dién dugc ung dung trong kha nhiéu bai thude
dan gian dem lai hieu qua chira bénh cao nhu
dung dé chu:a mit do sung dau, viém hong
sung dau sot cao, lén soi, V1em phéi nhe, viém
rudt thira cép, Vlern gan cap, viém rudt, cach
chita bénh chi can lay vai 14 tuoi rira sach gia
nat xoa dip hoic lay dich 14 nho vao chd sung
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dau hodc dung toan cay khé hoac tuoi séc ubng
[1]. O nu6e ngoai, cdy nay da co mot s6 nghién
ctru vé tac dung chong oxy hoa va chéng viém
[6, 8]. Tai Viét Nam, cay nay c6 moc tai nhiéu
tinh & khu vuc phia Bic nudc ta. Ciy d& trong
va thoi gian cho thu hoach nhanh (khoang 3
thang). Cay nay hoan toan c6 thé st dung lam
nguyén liéu lam thudc, néu dwgc nghién ctu
day du vé thanh phan héa hoc, tac dung sinh
hoc. Vi vdy, nhom nghién ctu da chiét xuét,
phan 14p mot sb thanh phan va cong bd trong
bai bao nay.

2. Doi twgng va phuwong phap nghién ciru

2.1. Poi twong nghién ciru



V.D. Loi va nnk. / Tap chi Khoa hoc DPHOGHN: Khoa hoc Y Duoc, Tap 33, S6 1 (201 7) 40-44 41

MAu ciy 14 dién dugc thu hai vao thang 6
nam 2016 tai huyén Truc Ninh, tinh Nam Dinh.
Mau thuc vat dd duoc Vién Sinh thai va Tai
nguyén sinh vat gidm dinh tén khoa hoc la:
Dicliptera chinensis (L.) Nees., ho O ro-
Acanthaceae, mau dugc luu gitr tai Khoa Y
Duoc, PHQGHN.

2.2. Dung moi, hoa chat

Céac dung moi dung trong chiét xuét, phan
lap nhu ethanol (EtOH), n-hexan, ethyl acetat
(EtOAc), dicloromethan (DCM)... déu dat tiéu
chuin cong nghiép va duoc chung ct lai trudce
khi dung. Dung méi phan tich gdm MeOH, n-
hexan, EtOAc, H,0 dung dé phén tich sic ky
déu dat tiéu chuan phéan tich. Pha tinh dung
trong sic ky cot 1a silica gel pha thuong (0,040
- 0,063 mm, Nicalai Tesque Inc., Nhat Ban),
YMC ODS-A (50pm, YMC Co. Ltd., Nhat
Béan). Ban mong trang san trén dé nhom loai
pha thuong Kieselgel 60 F,s, va pha dao TLC
Silica gel 60 RP-18 Fps4s (Merck, Damstadt,
Duc). Phat hién chat bang dén tir ngoai & hai
budc song 254 nm va 365 nm hodc dung thube
thir 1a dung dich H,SO4 10 % ho néng dé phat
hién vét chat.

2.3. Thiét bi, dung cu

- Sdc ky cét: sac ky cot st dung silicagel c&
hat 0,063-0,200 mm (Merck) va c& hat 0,040-
0,063 mm (Merck) véi cac loai cot sic ky co
kich c& khac nhau.

- Phé céng huong tir hat nhan: NMR duoc
ghi trén may Bruker Avance 500MHz tai Vién
Hoa hoc, Vién Han lam Khoa hoc va Cong
ngh¢ Viét Nam.

- Phé khoi ESI-MS: do trén may AGILENT
1260 Series LC-MS ion Trap (Agilent
Technologies, Hoa Ky)

- Nhiét do nong chay: do trén may SMP10
BioCote, Khoa Y Dugc, PHQGHN.

- Goc quay cuc riéng: do trén may PLR-4,
MRC scientific instruments, Khoa Y Duoc,
DPHQGHN.

2.4. Chiét tach va phdn ldp chdt

Mau 14 cay 14 dién dwoc phoi kho, nghién
thanh bot (6,5 kg), sau d6 chiét trong ethanol
(3x8 lit) bang thiét bi chiét siéu am (50°C, 3
h). Dich chlet dugc loc qua gidy loc, gbp dich
chiét lai va cat loai dung moi ¢ ap sudt giam thu
dugc 630,0 g can chiét ethanol. Lay 120 g can
chiét nay ‘phén tan vao 1,2 lit nude cat va tién
hanh chiét phan b6 lan luot véi n-hexan va
ethylacetat (mdi loai 3x1,5 lit). Cac dich chiét
n- hexan, ethylacetat dugc cat thu hdi dung moi
thu duoc cac can dich twong tng n- hexan (H,
31,0 g) va (E, 56,0 g) va 16p nudce (N, 33,0 g).

Cin n-hexan (30,0 g) dugc phan lap trén
cot sic ky voi chat hap phu silicagel, sir dung
h¢ dung moi n-hexan: axeton (25/1). Hing
dich rira giai vao cac ong nghiém va klem tra
bang SKLM, gbp cac 6ng nghiém gidng nhau
lai va bay hoi dung moéi thu duge 3 phén doan
HI1 (9.4 g), H2 (8,6 g), H3 (6,5 g). Tién hanh
sdc ky cot cin phan doan H2 vé6i chit hip phu
silicagel, hé dung moi rua gidi n-hexan: ethyl
acetat (10/1, 5/1, 2,5/1), thu dugc 3 phan doan
nho H2.1 (2,3g), H2.2 (2,5g), H2.3 (3,0g). Phan
doan H2.1 phan tach trén ct silicagel pha
thuong voi hé dung moéi rda gidi
diclometan:metanol (10/1) thu dugc hop chét 1
(55mg). Phan doan H2.2 phan tach trén cot
silicagel pha thuong véi h¢ dung modi rua
giai n-hexan: ethylacetat (2/1) thu duogc chat
sach 2 (62 mg).

3. Két qua va ban luin

Hop chat 1: 3B-hydroxylup-20 (29)-20(29)-en

Tinh chat: 1a mdt chat két tinh & dang tinh
thé mau tring, nhiét d6 néng chay: 188-189 °C,
khong tan trong nudc, tan trong ether, ethanol,
methanol.

Phé khéi lugng ESI-MS: m/z 427
[M+H]". Phé NMR trinh bay ¢ Bang 1.

Phd khdi lwong ESI-MS xuit hién pic ion
phan tir tai m/z 427 [M+H] cho phép xac
dinh cong thirc phan tur la C3HsoO (M= 426).
Phd NMR chi ra rang hop chét nay 1a hop chat
triterpenoid cé khung lup-20(29)-en.
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Béng 1. Dit liéu phd NMR ciia hop chat 1 va chat so sanh L
VitriC  DEPT 6C (L)ppm 3C (1) ppm SH (1) ppm, J: Hz SH (L) ppm, J: Hz
1 CH, 38,7 38,8
2 CH, 27,5 27,4
3 CH 79,0 79,1 3,17 dd (11,5; 5,0) 3,18 dd (11,5; 5,0)
4 C 38,9 38,9
5 CH 55,3 55,4
6 CH, 18,3 18,4
7 CH, 34,3 34,4
8 C 40,9 40,8
9 CH 50,5 50,5
10 C 37,2 37,2
11 CH, 21,0 20,9
12 CH, 252 252
13 CH 38,1 38,1
14 C 429 42,8
15 CH, 27,5 27,4
16 CH, 35,6 35,6
17 C 43,0 43,1
18 CH 48,0 48,4
19 CH 48,3 48,1 2,38 ddd (11,0; 11,0; 6,0) 2,36 ddd (11,0; 11,0 ;6,0)
20 C 150,9 150,9
21 CH, 29,9 29,9
22 CH, 40,0 40,1
23 CH, 28,0 28,0 0,98 s 0,96 s
24 CH, 15,3 15,4 0,76 s 0,76 s
25 CH, 16,1 16,1 0,85s 0,84 s
26 CH, 16,0 16,1 1,05s 1,04 s
27 CH, 14,6 14,5 0,94 s 0,95s
28 CH, 18,0 18,0 0,79 s 0,79 s
29 CH, 19,3 19,3 1,67 s 1,69 s
30 CH 109,3 109,4 4,68 s 4,66 s

2

¢ (1> Ou 1y cua 3B-hydroxylup-20 (29)-20(29)-en [3, 4].

2
30"‘1’1,_ 21

Hinh 1. C4u trtc cta hop chit 1.
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Phé 'H-NMR cho thdy tin hiéu cua 7
nhom methyl CH; cdng hudng trong ving
truong manh, trong d6 cd6 6 nhom methyl béc
ba CH; tai cac gia tri oy 0,98 (3H, s, H-23);
0,76 (3H, s, H-24); 0,85 (3H, s, H-25); 1,05
(3H, s, H-26); 0,94 (3H, s, H-27); 0,79 (3H, s,
H-28) va 1 tin hiéu CHj; tai 1,67 (3H, br s, H-
29) thudc nhanh isopropenyl. Tin hi€u tai 3,38
(1H, dd, J = 11,5; 5,0 Hz, H-3) khiang dinh
su ¢6 mat cia mot nhom oximethin (CH-O).
Tin hiéu 2 proton thudéc nhanh isopropenyl tai
oy 4,68 (1H, d, J = 1,0 Hz, Hy-30) va 4,56 (1H,
d, /= 1,0 Hz, Hp-30).

Phdé “C-NMR cua 1 bao gdm tin hiéu cua
30 nguyén tor carbon. Phan tich cac tin hi¢u
trén phd DEPT x4c nhan dugc gdbm 7 carbon
methyl (CH3), 11 carbon methylen (CH,), 6
carbon methin (CH) va 6 carbon béac bén (C).
Nhanh isopropenyl dugc xac nhan bédi cac tin
hiéu ctia 1 carbon methylen tai 109,4 (C-29)
cung véi tin hiéu cta 1 carbon bac bon tai
150,9 (C-20) va 1 carbon methyl 19,3 (C-29).
Ngoai ra, tin hiéu cua 1 carbon oximethin tai
79,1 (C-3) cho phép xac nhan c6 1 nhém
hydroxyl trong phan tir ciia hop chét.

So sanh s6 liéu phé NMR cua hop chit 1
v6i sb lidu cua hop chat triterpen khung lup-
20(29)-en di biét 1a 3p- -hydroxylup-20(29)-en
[3, 4, 9], nhan thay c6 sy gidng nhau & cac vi tri
tuong tmg (Bang 1). Nhan dinh nay duoc khing
dinh thém khi xem xét dén hang s6 tuong tac J
cua proton H-3. Proton H-3 cdng huodng tai
3,17 (dd, J = 11,5; 5,0 Hz), tin hi¢u doublet
nay cho thiy hing sb tuong tac J 16n vi vay H-
3 & vi tri axial (¢) hay alpha dan t6i OH tai C-3
la equatorial (e). Tir cac phan tich néu trén hop
chit 1 duoc xac dinh 14 3B-hydroxylup-20 (29)-
20(29)-en

Hop chit 2: Stigmast-5,22-dien-3-f-ol

Tinh thé hinh kim, khong mau, khong mui.

'H-NMR (400 MHz, CDCL), & (ppm):
5,35 (1H, d, J = 5 Hz, H-6), 5,11 (1H, dd),
5,03 (1H, dd), 3,52 (1H, m, H-3), 1,01 (3H, s,
H-19).

PC-NMR (100 MHz, CDCly), & (ppm):
140,6 (C-5), 138,5 (C-22), 129,2 (C-23), 121,8
(C-6), 71,9 (C-3), 56,8 (C-14), 55,9 (C-17),

51,3 (C-9), 50,2 (C-24), 42,3 (C-4), 42,2 (C-
12), 40,4 (C-20), 37,2 (C-7), 36,3 (C-1), 36,1
(C-13), 33,9 (C-25), 31,8 (C-8), 31,8 (C-13),
31,6 (C-16), 29,1 (C-2), 28,2 (C-28), 26,0 (C-15),
242 (C-11), 21,3 (C-26), 21,0 (C-21), 19,4 (C-
27), 18,7 (C-19), 12,2 (C-29), 12,0 (C-18).

Hop chat 2 thu dugc dudi dang tinh thé
hinh kim, khong mau, khong mui, nhiét do

néng chay |55 1570C, (o] = - 45° (¢ = 0,05
trong CHCI,).

Trén phé 'H-NMR va "C-NMR cho thiy
c¢6 ba proton olefinic & 6 535 (1H, d, J =
5,0 Hz, H-6), 5,11 (1H, dd, H-22), 5,03 (1H,
dd, H-23) tng vdi ba cacbon ¢ 6 121,8 (C-6),
138,5 (C-22), 129,2 (C-23). Dya vao dir kién
1y hoa va so sanh phd cua stigmast-5,22-dien-
3-B-ol da cong bd [5, 7] thay co su trung khdp
vi vay hop chét 2 dugc xac dinh 1a stigmast-
5,22-dien-3-B-ol.

Hinh 2. Ciu tric hoa hoc cia hop chit 2.

4. Két luan

ba st dung phwong phdp ngam chiét Vol
dung moi EtOH 90% va bang phuong phap sdc
ky cot phan lap dugc 2 hop chat tir phan 14 cua
ciy 14 dién thu hai tai huyén Truc Ninh, tinh
Nam Dinh. Céu triic cac hop chat nay dugc xac
dinh thong qua két qua do nhiét d6 nong chay,
goc quay cuc riéng, ph tir ngoai- kha kién, phd
khdi, phd cong huong hat nhan va so sanh vdi
cac dir liéu cong b cuia cac hop chit lién quan.
Hai hop chit dugc xé4c dinh 1a 3B-hydroxylup-
20 (29)-20(29)-en (1) va stigmast-5,22-dien-3-
B-ol (2). Pay 1a lan dau tién 2 hop chit nay
duoc phan lap tur cay la dién (Dicliptera
chinensis (L.) Nees).
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Abstract: From theethanol extract of the leaf of Dicliptera chinensis (L.) Nees. collected in Nam
Dinh province, two compounds (1-2) were isolated by chromatographic methods. These compounds
were identified as: 3B-hydroxylup-20 (29)-20(29)-ene (1), stigmast-5,22-dien-3-B-ol (2). Their
structures were elucidated by spectroscopic methods, including MS and NMR. These compounds were
isolated from the leaf of Dicliptera chinensis (L.) Nees for the first time..

Keywords: Dicliptera chinensis, 3B-hydroxylup-20 (29)-20(29)-ene, stigmast-5,22-dien-3-3-oll.



