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Pinh Ngoc Thire'",
 'Trieang Dat hoc Hing
Vign Hoa simh bién, Vign Han lam Khoa hac va Con

L& Nguyén Thanh?

Dizc

1ghé it Nam

Ngdy nhin bar 15/1172019: ngay chuyén phan bién 19/11/2019: ngay nhan phan bién 20 12:2019: ngay chip nhan ddng 6°1 2030

Tom tat:

Ciy Diy lira it gin ¢6 tén khoa hoc 13 Rourea oligophlebia Merr. thuge ha Diy trudng ditu (Connaraceae). Theo v
hoc ¢b truyén, lodi Rourea oligophlebia cé hoat tinh khing sinh va duge sir dung dé diéu tri cic triimg hop chay
miu, gdy xwong. Ciy con duge sir dung dé ting cwong sinh I¥. Trong nghién ciru nay, tir dich chiét cthyl acetat cia
I4 cay di phan tach va xic dinh cdu triic ba hop chit la f-sitostenone (1), sitoindoside 1 (2) v bis-(2-¢thylhexyl)
terephthalate (3). Cic hop chit nay 1n diu tién dugce phin 1dp tir lodi DAy laa it gén cang nhu chi Rourea.

Tir khba: bis-(2-ethylhexyl) terephthalate, phin Vp. Rourea oligophiebia, s

Chi sd phiin loai: 2.4

Md dho

Chi Ddy khé Rourca thuge ho Day truomg diéu
(Connaraceae) bao gém khoang 100 loai, phan bd & chau A
va Nam My nhir Trung Quéc. An D6, Myanma, Thai Lan,

Lao, Campuchia. Vit Nam, Braxin, Panama. Cic loai thuge
chi Rourea duge su dung lam (I\ oc chira lhap khap, bé¢ob
chagas, s6Lrét. Cac nghién eiru vé che loai thude chi Rowrea
cho thily. thanh phdn hoa hoc ¢6 chira da dang cic h(rp chit
nhr Ravonoid, triterpen, coumarin, quinon. Dich chiét va
cac hop chat phan lap thé hién mat s6 hoat tinh sinh hoc
dang quan tam nhwr khing Khudn, chéng viem. chong oxy
hod, chonu ticu duomg va Chon" SOt rét.

Tai Viét Nam, da tim thay 7 loai thugc chi Rourea phan
b tai cic ving rimg nij cua cac tinh Toyén Quang. Thai
Nguyén, Thanh Hoa, Nghé An. Quang Tri. Déng Nar. Kién
Giang [1. 2). Trong d6. lodi Day ltra it gan (con dugc goi
la M tim) ¢ tén kl\oa hoc 14 Rourea oligophlebia Merr..
13 dang ddy leo thin gd. méi chi tim (hdy tai Viét Nam v
Malaysia [3]. Theo y hoc ¢ truyén. loai Raurea oligophiebia
6 hoat tinh khang sinh va duge s dung dé didu {rj cac
trugng hop chay man. gay xuong. Gan diy. loai nay can
dugc ngdm ruou udi 2 de tang «.uom. sinh Iv. Tai Ngh¢ An,
dicodyan nghién ciru vé bio ton va phat (nen loai cay nay
nhim hucrna dén muc Oéu cung cap n"uon dugce lidu cho
sin xudt thude \a thye pham chire nang [4. 5]. Tuy nhién
€0 it cong b6 vé thanh phan hoéa hoc cua lodr nay [6-8].
Nghncn ciru ciia DS Ngoc Dai va s vé thinh phan hoa hoc
tinh déu ciy Rowrea oligophlebia thu hai o Nghé An cho
lhay ham lugng tinh dau thu duoc tir 1 va ré cay nay wrong

Tdc gia liin héc Email dinhngocihuci hel e vn

sitoindoside I, f-sitostenane.

ing 12 0.07 va 0,05% vé khéi lugng. Trong 14 ¢o 41 chu it
thanh phdn chiém 90.8% tong thanh phin ciia tinhy diu véi
céc chit chinh 13 nerolido) (45.2%), spathulenol (10,3%),
myreene (7.05%) va neral (6,6%). Trong ré ¢6 30 ciu 1
thanh phan trong tinh dau r&, chiém 91.7% téng thanh phan
tinh dau v6i cdc chit chinh Ja nerolidol (22, %), myrcene
(15.9%). spathulenal (12,7%) [9). Mol cong bo gin day coa
chung 161 nghién ciru vé thanh phan hoa hoc cia cac chiit
khong bay hoi U la cua cay nay di xac dinh dugce cie hop
chét 13 phytol. 3B-hydroxystigmast-5-en-7-on, 3f,16u,)7-
trihydroxy-ent-kauran [10]. Trong nghién clu nay, ching
10} bao cdo phan lap 3 hop chit Ia fi-sitostenone (1),
sitoindoside I (2) va bis-(2-ethylhexyl) terephthalate (3) vr
dich chiét cthyl acetate coa I3 cay. Cac hop chdt nay lin dau
tién dugc phén Jap (i Joar nay cing nhu chi Rowea
Nguyén ltéu va phudng phap nghién cuu

Nguyeén liéu

Mau thuc vt dugce lay nguyén canh la tai Vuan quoc
gia Bén En. huyén Nhu Thanh, tinh Thanh Héa vio thang
1072018 va duge TS D& Neoc Bai (Truang Bai hoc Kinh 1&
Nghé An) giam dinh 1én khoa hoc la Rowrea uhgaph/ebm
Merr.. ho Day truong diéu (Commariaceae). Mhu ticu ban
(MT-201) duoc luu gitr tai Vién Hoa sinh bién thuge Vign
Han tam Khoa hoe va Cong nghé Viér Nam.

Hoéa chit. dung méi, mdy moc, trang thiét bi

Dung mbi. hoa chat ding dé chiét xuat va phin lap gom
n-hexan. ethvl acetat. methanol, dicloromethan dat li¢u

2q



mmm KNoa hoc Ky thudt va Céng nghé

Isolation of some compounds
from cthyl acetate extract of leaves
of Rourea oligophlebia Merr.
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Abstract:
Ronrca oligophlehia is a species which belongs fo the
famih of Connaraceac. According to the traditional
mwdicine, Rourea oligophlehia spevies s
activity d has beea used for treatment of bleeding
and fractures. This plant has alw been used to enhance

antibiotic

physiology. In this study, from the cthalaccetate extract
of the leaves of Rourca oligophiebia. theee componnds
have been isolated and steucturally  elecidated oy
Positostenone chsitindusiite 4 (2) and Ais-(2-ethyIheny
terephthalate (31 1 hese compounds have heen isolated
from Rourca oligophlchio specics as well as Rourea genus
for the first time,

Kevwords: biv-2-cthylhexs ) terephthabiate, isolation.
Rourca vligophicbiu. sitvindoside ). fi-sitostenone.
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Ket qua va thao ludn
Thhire mghign v két qua
1o ciy Diy e it gdn duoe phai khd drdt bong ram., sau
dovay nho. Li kho (0.7 k) duroe ngdm ehict vai MeOH &
nhiét dO phong trong 24 eiar (6 it 3 tin). Dich clnét durere
2Op L vaed duai ap sudl gdm thu dur;c 20 g cin MeOH.
Hou cin MeOH var | litnuae ¢at, chiét phan bé voi dung
mar ethy | acetat. ich chiét sau khi loai bo dung méi thu
diroe I8 g

cin cthyl acetat.

Can ethyliacetat (18 g) dugc phin 1ach trén cot silica gel,
rua giai gradient v he dung moi - hexan/aceton (0- 100%
aceton). Kiém ira bing sic ky 16p mong. gbp cac ong co
anh phin va ¢t loan dung mdr dé the dage 12 phan
doan (T1-T12).

Phan doan T4 (1.3 g) dugc tinh ché trén cdt silica gel
voi h¢ dung méi n-hexan/acetone (9/1) thu duge 3 phén
doan (T-l 1-T4.3). Phan doan T4.3 (15 mg) dugc tinh ché
qua sic ky silica gel didu ché vai hé dung moi n-hexan/
dichloromethan (8/2) thu duge hop chit (1) (4 mg).

Phan doan T9 (0,7 g) dwrge tinh ché qua ot ché trén
c0t Sephadex. nira gia vénr hé dung moi dichloromethan/
methanol (1/9) thu duore 2 phan doan T9.1 va LMT9.2. Phén
doan T9 1 (0.51 g) duae tinh ché trén cot silica gLI vai hé
dung mér n-hexanfaceton (7/3) thu duge hop chal (2) (12
met

Phéan doan T10 (0.9 g) duac unh Ché
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(C-131.39.6 (C-12): 38.6 (C-10): 36.1 (C-20): 35.7(C-1x
35.6 (C-X): 339 (€-2): 33.9 (C-22). 32.9 (C-6). 32.0 (C-
7):20.) (C-25): 281 (C-16): 26.1 (C-23): 241 (C-15). 23.0
(C-28):21.0 (C-11): 19.8 (C-26): 19.0 (C-27): 18.74C-21):
17.3(C-19): 11.9(C-29): 11.9(C-18).

Bis-(2-ethythexyly terephthalate (2 chit dau mau trang.
ESI-MS m/z: 391 [M+H]". TH-NMR (500 MHz. CDCl,): 8,
(ppm) 8.09 (4H. 5. H-2. 3, 5. 6), 4,26 (4H. m. 2 x R-1"),
1.73 (2H. septel, J=5,0 Hz, 2 x H-2’), 1,48-1.26 (16H. m,
2% H-37.45°.7°).095 (1. J=7.5 Hz, 6H. H-8). 0.90 (GH.
1. J=7.5 Hz, H-6). "C-NMR (125 MHz, CDCl.¥: 5, (ppm)
165.9 (2 C=0). 1332 (C-1. C-4). 129.4(C-2, C-3. C-5,
C-6). 67.7 (2 x C-17). 389 (2x C-2). 30.3 (C-3"). 28.9 (C-
4,240 (C-7), 22,9 (C-5"). 14,0 (C-8"). 11,0 (C-6").

Sivindoside 1 (3): cht rin. mau ln’"mg ESI-MS m/z:
815.2 (M+H)". '"H-NMR (500 MHz. CDCl,). 8 (ppm) 5.37
(IH. m. H-6): 448 (1H, dd. J=12.5 Hz 4.5 Hz. H-G'a): 4.38
(WH. d. J=7.5 Hz. H-1"); 428 (1H. br. d. J=12.3 Hz H-0'b):
34-3.6 (SH.m H-3.2. 3" 4. 5'): 1.01 (3H. 5. Me-19): 0.92
(JH. d. J=6.5 Hz. Me-21): 0.88 (3H. 1. J=7.0 Hz. Mc-16"):
(.85 (3H, 1. J=7.5 Hz, Mc-29). 0.84 (3H. d. /=6.5 Hz. Mc-
7). 0.82 (3H. d. J=6.5 Hz. Me-20). 0.68 (3H. s. Mc-18).
FC-NMR (125 MHz, CDCT) 8: 1747 (C-17): 1403 (C-5):
122.2(C-6): 101.2 (C-1"). 79.6 (C-3): 76.0 (C-3'): 74.0 (C-
73,6 (C-2: 70,1 (C-4'): 63.2 (C-6"): S6.8 (C-14). 56.)
(( 17): 50,2 (C-9): 45.9 (C-24). 42.3 (C-13): 39.8 (C-12):
38,0 (C-4): 37.3 (C-1): 36,7 (C-10); 36.2 (C-20): 3.2 (C-
2" 340 (C-22) 319 (C-7.8.197.29.2-29.7(C-2, 413"y
3(C-16): 26,1 (C-23); 25.0 (C-3"): 24.3(C-15): 23,0 (C-
2,7 (C-15") 211 (C-11): 19.8 (C-27): 19,4 (C-19):
l‘)O(C 26), 188 (C-21): 144 (C-167): 12.0 (C-29): 1.9
(C-18).

Ciu 1ruc cun ¢ hoys chibt phin 13p 1 18 ey DAy fuw 1t gin,

Céu triic cla cac hgp chat phan tap tir 1a cay Day Iia it gan.
Ban luan
P-sitostenone (1)

Hop chat 1 thu duge dudi dang chil rin mau rang
Phd khér ESI-MS ciia hop chat 1 xudt hi¢n pic 10n phin

Khoa hoc Ky thugt va Céng ngh¢ wm

(r proton hoa g m 2 413 [M+H] " trong img von cdng thre
phan 1 C. H, O ca khor luong phin nr 13 412,

Pho H-N\AIR ¢o cac tin Inéu dic tnmg cia hep chit
sterol v&1 uin hi¢ ciia 6 nham methyl & cac v §, 1.17
(3H. s, H-19): 0.91 (3H. d. J=6.5 Hz. H-21): 0.84 (3H. .
Hz H-29): 0.83 (3H. d 0 My H-270 081 (3t
d J=7.0 Hz. H-26): 0.70 (3H. s. H-18). Ngodi ra, ¢on ¢b tin
hi¢u proton ciia | nd1 déi tai 8, 881 (IH. s H-3).

Phé *'C-N\\IR. DEPT cho thiy tin hi¢u cia 29 carbon
trong do cé 6 tn hicu nhom CH. 11 tin hicu nhom CIHL N
tin higu nhém CH (1rong do tin higu CH=C & vi i 1237
(C-4. -4 1in i C bac 4 trong d6 6 ) nhom carboy 1 C=0
i 199.6 (C-3).

Turcac dir li¢u phé khoi va pho NMR ¢ phan tich o trén.
dolm héi so sianh vai nghién etru cia Qin-Yue Wang vii ¢
{11]) nhin thiy hap ehat 1 hop ehit fi-sitostenone Cie két
qua thu duge hodn oan womg donb vai 14 licu tham khao

m]
Bis-(2-ethylhexyl) terephthalate (2)

Hop, chit 2 thu duge dudi dang thrll dau miw tring.
Pho khéi ESI-MS ciia bop chit 2 xuat hign pic ion phan
wr proton héa o mvz 391 [M+H]'. trong (mg vai cong thirc
phanwr €. H 0, €6 khai luong phi in LU 13 390. Két hop vai
pho NMR LAY ul\o hop cht vén ciu tric doi amg.

Trén phd 'H-NMR xuat hign 1 tin hi¢u & vang thom tar
8,,8.09 (4H. ). tin hicu nhom chue methylene ester tar 4.26
(4H. m. 2 x H-1"). con lai 14 tin hi¢u cia mach nhanh 1,73
(2H. septel. J=5.0 Hz 2 x H-2"), 1,48-1.26 (J6H. m, H-3".
47057 7). 0.95 (1. J=7.5 Hz 6H. H-8"). 0,90 (6H. t, J=7.5
Hz. H-6').

Phé “C cho tin ¢ cua 11 carbon trong d6 ¢ nhom
carbonyl 13 165.9 (2 x C=0), 2 tin hi¢u C viang thom la
134.2(C-1, C-4). 1294 (C-2, C-3, C-5, C-6). tin hi¢u nhom
methylene oxy tai 67,7(C-1"), con lai la tin hiéu 2-¢thylhexyl
131 38.9(C-21.30.5(C-3), 28,9 (C-4"), 24.0(C-7"). 22.9 (C-
$5.14.0 (C-8). 11.0 (C-6).

T pho khéi va plm NMR da plum tich & wén cho
phép xac dinh hop chat 2 ¥a dan chat his-(2-ethylhexyl)
terephthalate. Hop chit nay duge bio cao phan lap 1 cay
Melodins fusiformis. Két hop 50 sanh v cac nghién ciru
cua Wang va cs, Firdovsi va cs da cong bd ¢6 thé két luan
hop chii 2 1a bis-(2-cthylbexyl) ierephthalate [12.13].

Sitoindoside [ (3)

Hop chat 3 thu dugc dudi dang chat ran mau tring
Phé khéi ESI-NS cua hop chat 2 xual hién pic ion phan
proton hoa o nrz 8152 [M+H]" wong tng \a1 cong thire
phan tr C_H_O_ ¢6 khot lugng phin wr la 814
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Tren pho H-NMR \uidt hign cac un hidu dact

hap chat stetol glucoside este Cac nn i

duoe quan st thdy va1 mot ndr dora s

H-61, co mit phom CH-O 0 @

6 nhom methy ! trong do e 2 DR BT
LOT 3. 0 3 un huéu doublettan 8 0092 GH. A o608 Hr

O8N o J 6.5 Hy 08D 3

T d

Hzrva mot bn

hiéu triplet 1 6 0,88 (3HL L J Hzy Tin hadu cua phin
wr duimy glucose due phat hign bt 4 nhom CHOH vy
trd 3436 m) T hidu nhom CHO w6 248 00H
dd. 128 Ha 45 Heo Heetan 328 T b do s 128 He
H-6'b). va dic it Ta tin hidu proton aneme cud duomy o
Vg AN (T L/ Hzy Tin ¢y cua mot acid bea
duoe phat hién dua trén tn higu nhom CH ta 8, 238 2L
7.0 1) nhom mety 1 CH- cudn mach daro vt §, 08N
GHL G 7.0 120w tn hiéu nhom CHmach daa 8, 1
(m).

Teén phd C-NAR ciing cho cae in higu dde tumg cua
hop chit sterol glucosde este Cae tin hiéu cua nhin sterol
wim 6 nhom methy | tge 8, 198 (C-271 194 (C-19) 19.0
(C-200, 183 (C-21) 12,0 0C-295 119 (C- %) nham CH-O
s, T3 vatn higu cua | ndi doi CH-C rai 8 1403
(C-8), 1222 (C-60. Tin hdu cua nhom dudng trong phin e
duoe phat hagn dya trén an higu C anomer wi 8 101.2 (C-
13 e v S higu Khie cis cae nhém CH -0-va CHOH
s 700003 T (C-R TR0 (C-27), 7000 (C-4: 632
10071 Nhean ehire ete duge phat hién bang tin hi¢u nhom
O s 1707 Cac tm higu khdce coa acid béo
much din gam tin i¢u i 34,2 (C-27): un hi¢u mach bio
hoa I i 29.2 dn 207 (C-2, 4413713 ) nhom methyl
S, 1167,

Tit ph Khor v phd N\R i phin tich o trén cho phép
vae dinh hop ehdt 3 1 man ddn ehat sterol glucoside este
vatacid beo blo hoa mach dai Két hop so sinh vai tin licu
tham Ko co the Rét tudn hop ehat 3 13 sitoindoside | [14].
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