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pit van dé

Ché vang (Jasminum subtriplinerve Blume, ho
Nhai, Oleaceae) la mét loai cady moc kha phd bién
8 nudc ta. Trong dan gian ché vang dudc dung lam
thudc tri viém tac tuyén sira, phuc hdi stic khde cho
phu nit sau khi sinh va tri ghé 13 ngoai da [2l. Theo
D6 Huy Bich ché vang con dudc ding dé tri kinh
nguyét khong déu, bé kinh, théng kinh [11. Nhiing
ndm gan day ché vang con duoc dung nhu 1 loai
thitc uéng chiic na&ng & nhiing ngudi 16n tudi bi
dudng huyét va huyét ap cao. Theo mét s6 tai liéu
da cong bd, ché vang co chira alcaloid, saponin,
flavonoid va terpenoid. Ngoai trir sau terpenoid gly-
cosid duoc W. Kraus va cong su tim ra nam 2002
(81, nhimg hop chat con lai mai chi dugc dinh tinh su
c6 mat cla timg nhém chat cé trong ché vang (2],
chua phan lap dudc ting hop chat dudi dang tinh
khiét. Trong bai bao nay ching téi trinh bay két qua
nghién cltu phan lap va xac dinh cau tric cda 3 chat
flavonol glycosid cé trong canh, 14 ché vang dua
trén di liéu phé MS va phé NMR clia ting hop chat.

Nguyén liéu va phudong phap

Nguyén liéu

Ly phan trén mat dat cla cay ché vang
(Jasminum subtriplinerve Blume), phdi kho, xay
nho thanh bét. Mau dudc thu hai vao thang 5-2005
tai 2 tinh Nghé An va Ha Tinh.

Phuong phap phan 1ap cac hdp chat:

Sdc ky Iop mong (TLC): dudc thuc hién trén
ban mong trang sdn DC-Alufolien Kieselgel 60
F254 (Merck 1.05554) véi hé dung mdi khai trién
EtOAc : acid formic : acid acetic : H,O (13,5 : 0,8 :
1,5 : 2,5). Phat hién chat bang thudc thr natural
products — polyethylenglycol (NP/PEG No 28) 1%
trong MeOH, FeCl; 1% va soi dén td ngoa 0 254
& 366 nm. ’

Séc ky I6ng hiéu ndng cao (HPLC): dudc tién
hanh trén may Hewlett Packard HP 1050 detector
PDA, pha dong acetonitril : H,O, c6t Phenomenex
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hydro RP 80A (5um).

Sdc ky Iong hiéu nang cao diéu ché (prep-
HPLC): dugc tién hanh trén may DIONEX; Pump
P580; Autosampler ASI — 100 (automated sample
injector); Ultimate 3000 column compartment;
Detector UV D170U; Fraction collection 2106
GILSON ABIMED:; Pha déng acetonitril : H,O; C6t
Phenomenex RP 18 (5um), 125A, 250 x 10mm,
50°C; Téc d6 dong 2,5ml / phut; Inj: 25 pl.

Sdc ky ¢t (CC): s&c ky cot dudc tién hanh trén
silicagel pha dao Lichroprep RP 18 (Merck), cd hat
40-63um va Sephadex LH 20.

S&c ky nguoc dong téc dé cao (High speed
counter-current chromatography - HSCCC): dudc
tién hanh trén may PHARMA-TECH RESEARCH
CORP Model CCC 1000; Hé dung moéi EtOAc:
EtOH : H,O (5: 1: 5) va dung I6p dudi lam pha dong;
Téc d6 1000 rpm.

Phuong phap xac dinh ciu tric héa hoc cac
hop chat

Kh6i phé' (MS) BRUKER - Esquire 3000 plus tai
Vién Dudc hoc, BPai hoc Innsbruck, Austria.

Phd céng huong tur hat nhan (NMR): BRUK-
ER Avance 300, 300MHz ('H) & 75 MHz (13C) tai
Vién Hoéa hoc thudc Pai hoc Innsbruck, Austria. Cac
mau déu do trong dung méi CD;0D- d4 véi thang
do &c (ppm).

Két qua va thao luan

Phan 13p céac hgp chat

Canh va la ché vang (1kg) duoc phoi kho xay
nhd thanh bt va chiét véi EtOH 80% (10 lit). Dich
chiét dugc cd can con 1/2, dé lanh 24 gid, loc loai
bd tap (chlorophyl, nhua,...). Dich loc dudc tiép tuc
co dudi ap suat gidam dén dam dac (0,5 lit) roi lan
luot 1ac véi chloroform, ethyl acetat, n-butanol. Cé
giam ap cac dich chiét va thu dudc bét cao tuong
(mg (2g, 15g va 14g). Thuc hién phan (g mau véi
thudc thr cyanidin va FeCl, trén 3 loai cao chiét cho
thay cao ethylacetat co chita nhiéu hop chat phe-
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nolic nhat nén duogc dung dé chiét tach cac hop chat
flavonoid.

Cao ethylacetat (3g) dudc hoa véi nudc cat (2
ml) thanh 1 hén hap déng nhét va tach phan doan
V@i silicagel pha dao Lichroprep RP 18 béang
phuong phap sac ky chan khong (VLC) véi dung
mai la hén hop MeOH: nudc véi ty 1é MeOH tang
dan (theo sa do), lap lai quy trinh VLC 3 1an va gop
cac phan doan cé cung ty 16 MeOH : H,0 thu dudc
11 phéan doan (1A, 2A,... 11A) Tu 2 phan doan 5A
(MeOH 40 % 2,7 g) va 7A (MeOH 60 % 1,2 g) tiép
tuc phan lap bang phuong phap séc ky ngudc dong
dé thu dudc nhiing phan doan nhd tinh khiét hon:

- Phan doan 7A (MeOH 60 % -1,2 g) qua sic ky
ngudc dong thu duoc 200 phan doan nhd. Cac
phan doan 45-65/7A (0,12 g) chita F1 sau khi loai
dung méi, thu dudc dang bét mau vang dam. Tinh

ché F1bang phudng phap prep-HPLC thu dugc Fy
tinh khiét (7,4 mg);

- Phan doan 5A (MeOH 40 % 2,7 g) qua séc ky
ngudc dong thu dudc 162 phan doan nhd. Tif cac
phén doan 50-62/5A (0,1g) c6 chia Fo va F3, sau
khi loai dung méi, thu dugc dang bét mau vang
sang. Phan lap tiép qua prep-HPLC thu dudc F3
(6,2 mg) tinh khiét; nhung Fp van con lan tap. Cac
phan doan 81-92 /5A (0,05g) chita chi yéu F4, loai
dung méi, thu dugc dang bét mau vang dam va phd
UV ¢6 hinh dang giéng nhu flavonol glycosid. Tinh
ché F4 qua c6t Sephadex LH 20 v6i dung méi rifa
giai la MeOH — H,0 ty 1& 1:1 thu dugc Fy4 tinh khiét
(10,5 mg).

Qua trinh tach cac flavonid trong ché vang duoc
thé hién trong so do dudi day:
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So d6 qua trinh phan 1ap cac flavonoid glycosid trong Jasminum subtriplinerve Blume.

Ting phéan doan nhd trong cac qua trinh sic ky
(VLC, CC sephadex, HSCCC, prep- HPLC) déu
duoc kiém tra bang sac ky I6p mdng va HPLC véi
céc diéu kién tuong (ing néu trén.

Xac dinh cac chat phan lap dugc bang phé
MS va NMR:

- Hop chét F4 thu dudc & dang bt tinh thé hinh
kim c6 mau vang cam va phé UV-Vis cé 2 cuc dai
hap thu tai 257 nm va 354 nm (trong acetonitril).
Phé MS clia F1cod m/z = 608.9 [M-H]" va m/z =
632,9 [M+Na]* nhu vay M = 610 vdi cong thiic phan
tr Co7H30016.

Phé TH-NMR (CD30D - d4, 300 MHz) cla Fq
cho cac tin hiéu céng hudng cta 2 proton nhan
thom véi hang s6 tuong tac J dac trung cla proton
3 vi tri meta (H-6, H- -8) d vong A cla 5,7-flavonol
tai 6,21 (1Hd J=20Hz) va 6,40 (1Hd J= 2.0
Hz). Ngoai ra con c6 cac tin hiéu cong hudng cua 3
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proton nhan tham véi cac hang sé tuong tac J dac
tru’ng cho proton § vi tri ortho va meta cla vong B
clia flavonol oxy héa & 3'& 4’ ¢6 dc 7,63 (1H dd Jq
=84 Hz Jy=21Hz); 767 (1Hd J= 2,1 Hz)va
6,88 (1H d J = 8,4 Hz). Cac dU kién nay ching to
F4 c6 cau truc cla quercetin 1. Cac tin hiéu cong
hudng clia nhiéu proton anomer trong vlng 3,26 -
5,12 ppm va phé MS cho thay F4 c6 2 duong. Tai
1,10 ppm tin hiéu céng hu’dng proton doublet rat
manh (d 3H J = 6,2 Hz) cGa nhdém CH,. Bay la tin
hiéu cong hudng dac trung clia rhamnose. Cac dir
liéu phé COSY, HSQC va proton cho thay glucose
(H1"512dJ=70 Hz) gén truc tiép vao quercetin
tal OH & vi tri C4 va ndi v&i thamnose (H;" 4,52 d
=10 Hz). So sanh cac dit liéu phd H-NMR clia
F1 vdi phé TH-NMR ctia rutin 7] cho két qua tuong
dong. Nhu vay F1 la Rutin.
Bang 1: So sanh dit liéu phé MS cda Fy F3va
F4 voi phé MS cia rutin, astragalin, isoquercitrin
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F, Rutin F, Astrag F, Isoquer
o [6] alin [5] - citrin (5]
M 610 610 4484 464.8
[M-H) 6089 609 4474 448 4638 464
_[M-glucosyl] 286
[M+Na]’ 6329 633 4708 486.8

- Hop chét F5 thu dudc 6 dang bot tinh thé hinh
kim c6 mau vang sang va phd UV-Vis ¢6 2 cuc dai
hap thu tai 260 va 360 nm (trong acetonitril). Phd
MS cla F3 c6 m/z = 4474 [M-H]" va m/z = 4708
[M+Na]* nhu vay M = 448 .4 v6i cong thiic phan tir
Ca1H30041.

Phé TH-NMR (CD;0D - d4, 300 MHz) cla Fy
c6 cac tin hiéu cong hu’0ng dac trung cla proton &
vi tri meta (H-6, H-8) & vong A clia 5,7-flavonol tai
6,2(1HdJ=2,1Hz)va6,39 (1Hd J=2,1Hz). Cac
doublet khac tai cac vi tri 6,86 (2H d J = 8,4 Hz, Hy',
Hs') va 8,05 (2H dJ=84Hz Hy, HG)dac tru’ng
cho 4 proton & vi tri ortho va meta cla vong B cla
flavonol oxy hoéa 3 4'. Diéu nay cho thay F4 la dan
chat clia kaempferol [4l. Cac tin hiéu céng hudng
proton trong khoang 3,25 - 5,2 ppm va ph6 MS cho
thay F5 chi cd6 mot duong glucose. So sanh cac dir
litu phé 'H-NMR cla F5 v6i phé TH-NMR cla

Bang 2: Dt liéu phé TH NMR ciia Fy.

astragalin [5] cho két qua tring khdp. Nhu vay Fj la
astragalin.

- Hop chét F, thu dudc & dang bét tinh thé hinh
kim c6 mau vang dam va ph6 UV-Vis co 2 cuc dai
hap thu tai 260 nm va 360 nm (trong acetonitril).
Phé MS cta F4 c6 m/z = 463,8 [M-H]" va m/z =
486.8 [M+Na]* nhu vay M = 4648 voi cong thic
phén ta C21H20012,

Phé H-NMR cla Fs cling c6 cac tin hiéu dac
trung giéng nhu F4 tai 6,2 (1Hd J = 2,1 Hz) va 6,39
(1Hd J=2,1Hz); va 3 doublet khac tai cac vi tri
6,86 (1Hd J=84Hz), 7,60 (1Hdd J1 = 8,4 Hz, J;
=21Hz)va 7,71 (1Hd J= 2,1 Hz). Nhu vay F,
ciing la 1 dan chat clia quercetin. Cac tin hiéu cong
hudng proton anomer trong khoang 3,26 - 5,12 ppm
va phé MS cho thdy F4 c6 1 dudng glucose. So
sanh cac dir liéu phé 'H NMR cua F4 véi phé H
NMR cla isoquercitrin [3.7] cho két qua phu haop.
Nhu vay F, la isoquercitrin.

TU nhitng két qua phan tich xac dinh cau truc
nhu & trén, c6 thé tom tat vé mat hoa hoc cac chat
F4, F3 va F4 phan 1ap dugc tir ché vang nhu trinh
bay trong bang 2 dudi day.

F3 va F4 so sanh vdi cac chat tuong tng

Proton F, Rutin [7] F, Astragalin [5] F, Isoquercitin [7]
Aglycon
He 6,21d 2,0 6,25d 20 62 d 21 6,17d 1,9 62 d 21 6,25d 2,0
H,g 6,40d 2,0 648d 20 6,39d 21 6,36d 1,9 6,39d 2,1 6,48d 2,0
H, 767d 21 757d 22 805d 84 8,05d 8,9 7,71d 21 757d 2,0
H, . ) 6,86d 84 6,88d 8,9 - =
H, 6,88d 8,4 69d 85 6,86d 84 6,88d 8,9 6,86d 84 6,91d 8,5
Hs 763dd 8,4 2,1 7,52dd 8,5 2,28,05d 84 8,05d 8,9 76dd2,184 751dd20 85
Glucosy!
H," 511d 7,4 489d 7.8 52d 75 52d 7.6 52d 75 494d 91
H," 3,8d 10,5 3,14 -3,5 3.45 3,441t 92 36d54 3.1-35
H," 3,54m (6H) m 3,41 341t 92 3,48 (6H) m
H,” 3,26dd 3,48 9,4 3,35 331t 9.8 3.4
H" 3,54 m 3.25 3,19m 3,25m
Hg" 3,81dd 3,2 10 3,69dd 368dd2424 376d 24
3,4dd 9,39 3,38 22 118 3,53dd 55118 373d24
Rhamnosy/
H,” 425 d 1,0 43dJ<2,0
H,” -H,” 3,26 - 3,8 3,14 -3,5
(4H) m (4H) m
CH, 1,1(3H)d 6,2 1,0(3H)d 625
R
R1  R2 AN
. 7 \!,
F1 OH Rutinosyl Rutin I
. HO. _ox. O N
F3 H Glucosyl! Astragalin 1 AN g
F4  OH  Glucosyl Isoquercitrin g, o
; ) S . . T 1 or
Hinh c&u truc hoa hoc cua cac hop chat Fq. Fava Fy CH l
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Két luan

T phan cao ethylacetat trong dich chiét ethanol
clia canh la cay che vang (Jasminum subtriplinerve
Blume, ho Oleaceae) 3 flavonol glycosid la Rutin
[F4], Astragalin [F3) va Isoquercitrin [F,] da dugc
phan lap. C4u truc héa hoc clia chung da dudc xac
dinh dua trén cac dit liéu phd khéi va phé cong
hudng tir hat nhan. Cac hop chéat nay déu dugc tim
thay lan dau tién tir cay ché vang trong tai Ha Tinh
va Nghé An. Hop chat F, da phan lap va 1 s6
flavonoid glycosid khac dang dudc ti€p tuc nghién
clu.

Summary

From ethanolic extracts of the aerial parts of
Jasminum subtriplinerve Blume (Oleaceae) through
separation by partition with ethylacetate, chro-
matography etc. three flavonol glycoside com-
pounds were isolated, which were further identified
as Rutin [F1], Astragalin [F3] and Isoquercitrin [F4]
based on their MS and 1H-NMR data.

This report is the first one of flavonoids from the

plant.
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