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Abstract

A phytochemical fractionation of the ethyl acetatdract of the stems dfielastoma candidur®. Don led to the
isolation of two flavonoids. By means of the spectipic methods including MS, NMR, the isolated compds were

determined to be quercetin, quercitrin.
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1.PAT VAN BE

Trén ti¢ gisi, hoa lc cia nhéu loai thibc ho
Mua (Melastomataceaéf dugc nghién ¢u tir 1au,

diéu tra thu thp mau, khio sat ¢ thanh phn héa
hoc va hat tinh sinh k¢ aia cac loai théic chi Mua
& Viét Nam, chang t6da tién hanh phanap cac lop

chit tir cac phantoan chiét khac nhau @a ciy mua

trong d6 mt b loai d& dugc sr dung trong cAc bai ba. Bai bdo nay congobkét qua phan ép ba
thuoc déan giandé chra éam mau, bong gan, gay flavonoid ir can chit etyl axetat pin trén nat dat

xuong...

thuoc hp Mua la cac flavonoid nhtric castalagin,
quercetin,

procyanidin  B-2, helichrysoside,
kaempferol, quercitrin, isoquercitrin va rutiday la
l6p chit c6 hat tinh sinh ke caodugc ting ding
rong rai trong wc diéu tri cac lai bénh, bio vé té
bao, co th ngin ngra cac nguy € xo vira dong
mach, tai bén, 140 héa, gim throng ©n gan, @i
thién chrc ning gan...,dac biét la ki nang loai bo

[1]. Thanh pin chi yéu trong cac cay cua cay mua baMelastoma candidur®. Don) thu

hai ¢ Viét Nam.
2. NGUYEN LIEU VA PHUONG PHAP
2.1. Nguyén lgu

Mau nghién éu 1a phin trén njt dat cy mua ba
thu hai i Bic Giang vao thang 7/2012,am tiéu

cac gc tr do hinh thanh trong qua trinh oxi hoa lipitban dugc hru tai Khoa Hoéa Tlrc vat - Vién duoc

trong @ thé, chbng ting sinh ¢ bao ung th, kim
ham cac enzyme lién quaén qua trinh phat tn
cac t bao ung thr va dod6 nd co th dung dé
chéng ung thr [2, 6].

O Viét Nam, chatén nayda phat hin mot sb loai
moc hoangd nhiéu ving fr bic i nam, hu hét
chiingdéu dwoc sr dung trong y loc dan gianié chia
bénh va c6 nkiu tac ding nhr: sinh nhét giai doc,
haat huyét tanw, giam dau, &m mau, tiéu viém [1].

Tuy nhién, chiing ta da c6 ndt nghién ¢u day
da nao ¢ thanh phn héa hc ding nhr haat tinh
sinh hc aia cac loai mua. Viay, viéc tim héu,
danh gia so sanh thanhjshhéa lc va cao bn nira
la chiét xuat, phan 4p, thr haat tinh sinh lc cia cac
hop chit c6 trong cay mua la ghviéc 1am én thit,
tao o s cho véc tn thu, tng ding mdt nguwdn
duoc lieu Sn c66 nuéc ta lam thdc ho trg didu tri
ung thr, tai bén. Trong clrong trinh nghién eu

lidu. Mau sau khi thu haituoc sty khé ¢ nhiét do
50 °C.

2.2. Phrong phap nghién @éu
2.2.1. Plwrong phéap phandp cac lp chit

Sic ky I6p mong (TLC): Sic ki lop mong duoc
thuc hién trén Bn méng trang &n DC-Alufolien 60
Foss (Merck 1,05715). Phéat & chit bing dén ir
ngaai buéc séng 254 va 366 nm #o dung thdc
thtr hién mau la dung idh H,SO, 10 % dwoc phun
déu I&n kn mong, diy kho ©i ho néng trén Bp dién
tir tir dén khi hién mau.

Sic ki ot (CC): Sic ky ot duoc tién hanh i
chit hip phu 1a silica gel pha tivng (65 hat 63-200,
40-63um, Merck).
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2.2.2. Plwrong phap xaazinh aiu tric héa lc cac
hop chit

Diém néng cliy do trén may Stuart SMP3.

P khéi lwong (EI-MS, 70 eV) ghi trén may

Hewlett Packard HP 5890, Serie II.

Ph khdi lugng phun ki dién tir (ESI-MS)duoc
ghi trén thét bi Agilent 6310 lon Trap

Ph cong hrong tr hat nhan *H-NMR, “*C-
NMR, HSQC, HMBCdugc ghi trén may Brucker
Avance-500 MHz, chin mi TMS (tetrametyl
silan).

2.3. Chiét xuit va phan lap

4 kg droc liu dugc ngam i cdn 95 %¢ nhiét
do phong (3 in moi Ian 4 ngay). Céac idh chét
dugc gop lai va cit |oai con nuée dudi ap stt giam
thu duoc cin chiét tong. Gin chiét nayduoc phan b
lai 1an ot trong cac dung méi cdd phan ac ting

Tran Thanh Ha vadng sr

dan: n-hexan, diclometan, etyI axetakbutanol; ét
loai hét dung mdi @i ap sut giam thu dugc cac
phin cin chéét twong ung n-hexan (20,19 g),
diclometan (17,43 g), etyl axetat (27,90 g).

Phan tach an etyl axetat (20 g)idmg sic ky ot
silica gel \6i dung méi gii hip diclometan/metanol
Véi ty 1¢ metanol ng dan tir 0 dén 100 % thuduoc
10 nhém phardoan ki hiéu tr 1-X. Phandoan Il
(0,92 g) sau khi phan taching ot silica gel pha
thuong wi hé dung mdbin-hexan—EtOAc-MeOH
(10:10:1) thudugc hop chit 1 (21 mg). Phadoan V
(1,1 g) sau khi taching ot silica gel pha thong
véi hé dung mbi cloroform—axeton—axit formic
(25:2:1) thudugc hop chit 2 (23 mg). Pharioan IX
c6 cho bay bi hét dung méi i tiép tuc duoc phan
tach ting sic ky ot silica gel Wi dung moi gai hip
cloroform—metanol-moc (73:30:4) va saudo tinh
ché lai bang ot silicagel phatao vé6i hé dung méi
metanol-wéc (5:1) thudugc hop chit ky hiéu 1a 3
(17 mg).

Bang 1: Dit kién phd *H-NMR va**C-NMR aia ba cht 1, 2, 3

:ﬁ Chit 1 (Naringenin) Cht 2 (Quercetin) Cht 3 (Quercitrin)
aca,h ac aca,b, ac aca,b, ac
c opm 3™, ppm opm 5™ PPM | om ™", ppm
2 42,0 5,42 148,0 - 158,5 -
(1H,dd,J=3,0,13,0 Hz
3 78,4 2,68 (1H, dd1=3,0, 17,5 137,2 - 136,2 -
Hz) 3,19 (1H, dd,J =
13,0, 17,5 Hz)
4 |196,3 177,3 - 179,6 -
5 | 163,5 162,5 - 163,2 -
6 | 9538 5,89 (1H, br s) 94,4 6,20 (1HJ& 2,0 HZ) 99,8 6,19 (1H, dJ = 2,0 Hz)
7 | 166,6 165,6 - 165,8 -
8 | 95,0 5,89 (1H, br s) 99,8 6,41 (LHJ& 2,0 Hz) 94,7] 6,36 (1H, dJ = 2,0 Hz)
9 |162,9 158,2 - 159,3 -
10 | 101,8 104,5 - 105,9 -
1" |128,9 124,2 - 122,9 -
2" 1128,3| 7,31 (1H,d,J=8,5Hz)| 116,07,75 (1H,dJ=2,0 Hz) 116,4 7,34 (1H, dJ=2,0 Hz)
3 ]115,2| 6,80 (1H, dJ=8,5Hz) 146,72 - 146,4 -
4 | 157,7 148,8 - 149,7 -
5 |1152| 6,80 (1H, I =8,5 Hz) | 116,26,91 (1H, dJ= 8,5 Hz) 116,9] 6,91 (1H, d,J = 8,0 Hz)
6 |128,3| 7,31 (1H, I=85Hz) | 121,7 6,20 (1H, ddJ=8,5, | 122,9] 7,30 (1H, ddJ = 8,0,
2,0 Hz) 2,0 Hz)
1" 103,5| 5,35 (1H, dJ=1,5 Hz)
2" 72,0 4,22
(1H, dd,J = 3,0, 1,5 Hz
3" 72,1 3,75
(1H, dd,J=9,0, 3,0 Hz
47 73,3 3,41 (1H,dd)=6,0
Hz)
5 71,9 3,43 (1H, dq)

3

7
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Vi

i Chat 1 (Naringenin) Cht 2 (Quercetin) Cht 3 (Querecitrin)
6Ca'b| a,c 6Ca’b1 a,c 6Ca’b1 a,c

6” 17,6 | 0,94 (3H, d)=6,0 Hz)

5- 12,1 (1H, s)

OH

7- 10,77 (1H, s)

OH

4'- 9,58 (1H, s)

OH
°do trong DMS0?125 MHz, °do trong MeOH 125 MHz, °do trong MeOH 125 MHz,
°500 MHz °500 MHz °500 MHz

3. KET QUA VA THAO LUAN

Chit 1: Chit bot mau téng; nhist do néng clay
247-250 °C; P IR (vién nén KBr)vmax cm™: 3298

Chat 2: Hop chit 2 nhan dugc dudi dang tinh
thé mau vang, cdiém nong chy 313-314 °C.
Ph *C-NMR va DEPT cho thy chit 2 gom 5
nhom CHdac trung cho cac CH nhandim & a:94,4

(OH), 1640 (C=0), 1597, 1511 (C=C), 1065 (C-0).(C-6), 99,3 (C-8), 116,0 (C-2), 116,2 (C-5") va

Ph ESI-MS cho pic ion phanuts m/z 271
[M- H] twong tng Wi cong thic phan & CysH:.0s.
PH hong ngai cho cac di séng Bp thu & Vi

121,7 (C-6’) ppm, 10 cacborid trongddé tin héu
& 177,336 ppndic trung cho nhém C=0 lien&
v6i hai nbi d6i, bdn cacbon bc bon cé d6 chuyén

(cm™): 3298 (OH), 1640 (C=0), 1597, 1511 (C=C)dich & 146,2, 148,0, 162,5, 165,6 ppiic trng

1065 (C-0). '
P 'H-NMR cua chit 1 cho c4c tin iiu ong
huong ing Wi sy cé mit cia ba nhom-OHy o 12,1

cho ding lién Kt caa nhan tbhm vsi nhém OH @a
cac cacbon C-3’, C-2, C-5, C-7. Ngoai ra, tifuhi
cua cacbory & 137,2dac trung cho cacbonéi doi

(1H, s, OH-5), 10,77 (1H, s, OH-7), 9,58 (1H, s,-OHjién Kbt vsi mot nhém OH. Tr cac phan tich trén cho

4’), cho tin héu cia 6 proton trong hai vong dm
trongdd hai proton ghépap metad & 5,89 (2H, br s,
H-6 & H-8) thuyc & mdt vong tlom (vong A), Idn
tin hiéu déi mot trong tac ortho théc vé vong tlom
thé 1,4 con4i d; 6,80 (2H, dJ = 8,5 Hz, H-3’ & H-
5, 7,31 (1H, d,J = 8,5 Hz, H-2' & H-6"). Tin htu
cong hrong aia nhom OHy & 12,1dac trung cho tin
hiéu aia nhom OH c6 liéné ciu hydro moi phan f,
nhue vay vi tri caa nhém OH nay vi tri & 5, con
nhém OH kiag vi tri 5 7.Dang chd y la cac tin éu
cia mjt nhém meting; 5,42 (1H, ddJ = 3,0, 13,0
Hz) va n$t nhdm metylery d; 2,68 (1H, dd,) = 3,0,
17,5 Hz, H-3) 3,19 (1H, dd) = 13,0, 17,5 Hz, H{B
cho ta a@ doan \& ciu tric nét flavanon trong céng
thirc diu tao cia cHit 1.

Khao séat plb **C-NMR va DEPT cho thy chit
1 bao @m 15 cacbon trongié cé ndt nhom
cacbonyl lién bp cho tin htu ang hrong dac trang
0 & 196,3 (C-4), it nhom metylerdy & 78,4 (C-3),
mot nhém metiny & 42,0 (C-2) céc tin Bu cacbon
cua hai vong thm ram trong khang & 95,0 dén
163,5.

Tu viéc phan tich cacidkién phd, két hop so
sanh i tai lisu tham kfio [4] cho phép king dinh

hop chit 1 la ndt flavonoid khung flavanon c6 tén
goi la 4'5,7-trihydroxy flavanon hay tén khac la,

narlngenln

thiy trong phanit caa 2 c6 chra 5 nhém OH, va do
d6 né chira 15C, 10H va 60; rilmg thanh phn nay
rng Wi s6 khdi (15x12 + 10 + 6x16) = 286. Trong
khi d6 két qua pho khéi cho thiy chit 2 co ki
lwong phan & M = 302, nlr vay 2 con phi chaa
thém ndt nguyén & O nira va cbng thc phan & du
doan @az2la CisH1004.

Nhu da phan ticky trén, pld *C-NMR cia cHit
2 c6 5 CH tlhvm dong thyi c6 4 nhém OH té vao
vong thvm va ch chira tng @ng 15 C, dai6 co thé
du doan &ng trong phanit cia 2 Hn tai hai nhan
thom, pHin con hi bao dm mjt nhém C=0, it
oxi, hai cacbon, trongdé mst cacbon cha lién It
ddi va lién Kt véi mét nhém OH, mt cacbon con
lai 1& cacbon Bc 4. Nhr vay ngoai hai vong ttm,
trong codng tirc phan & cia chit 2 con ndt manh
ciu trdc c6 dng:

OH R

o)
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Phan tich pé "H-NMR caa chit 2 cho tin héu
cua 5 proton vong tm trongdé 3 tin héu trong tac
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ABX & & 7,75 (1H, dJ = 2,0 Hz, H-2), 7,65 (1H, Nhu vay c6 thé du doan cong thc ciu tao cia
dd,J = 8,5, 2,0 Hz, H-6"), 6,91 (1H, d,= 8,5 Hz, hop chit 3 1a guercetin-3-Qx-L-rhamnopyranosid
H-5) thugc vé mot vong tlom, con hai tin Hu hay con gi la quercitrin. Cac&liéu phd cia 3 duoc
proton trong tac metay d; 6,41 (1H, dJ = 2,0 Hz, xacdinh dra trén & so sanh &i cac dr ki¢n phbd cua
H-8) va 6,20 (1H, dJ = 2,0 Hz, H-6) théic vé vong 2 va tre tiep so sanh & cac dr kién pho da cong
thom con hi. bo cho quercitrin [5]. 8 phu top Ve dir kién ph>
Tur cac Kt qua phan tich tréniay co tié dva ra NMR cua chit 3 so Wi quercitrin cho phép king
gia thiét v& cong thirc clu tao cia cHit 2 1a mpt  dinh hop cht 3 chinh laguercitrin .
flavonoid cé du tric vong B bthé 1,3,4 nhr sau:

HO

bay la du tric ddng phan aa quercetin,dé
khang dinh cong tiic ciu tao cho 2, tép tuc so sanh
diém chiy 313-314 °C va cacidkién phd da cong
bé [3]chang t6i Kt luan hop chét 2 14 quercetin.

Chit 3: C6 cang bt vd dinh hinh mau vangis ) ,
cho dr doan & mot hop chit flavon, codiém noéng Hinh 1 Cau trac héa he aia chit 1, 2 va3
chay 177-179°C. . )

Ph5 ESI-MS aa chit 3 cho pic ion phanut 4. KET LUAN
[M+H]* & m/z 449 trong ting Wi khéi lugng phan
tr M = 448. PB *H-NMR cho c&c tin i8u proton Bing cac phong phap & ky két hop voi céc
vé co ban kha gbng wi hop chit 2. Tuy nhién &  Phuong phap pb, da phandp va nfan dang ciu tric
khac nhau rd nét lagsxuat hién thém céc tin ku 3 flavonoid la quercetin, quercitrin va naringetin
proton vongduang d; 0,94dén 5,35 ppm. Trongé Phan doan chit etyl axetat ga cay mua ba
tin hiéu doublet 4i ;0,94 (3H, dJ = 6,0 Hz)dac (Melastoma candidumD. Don). bay la nhing
trung cho tin Mu cia nhém methyl &a duong nghlen‘ }ifru'(}éu tién \& thanh phn hoa loc aia cay
rhamnose. Tin Bu qia proton anomeat d, 5,35 Mua bao Viét Nam.
(1H, d) Wi hiang $ tuong tac kha thp J =15 Hz = )
khingdinh @ cau hinha ciia duong. TAI LIEU THAM KHAO

Tiép tuc phan tich ph **C-NMR cho thay ngoai
tin hieu aia 15 cacbon trong khung flavon comku L DO Huy B'Ch (_Chn b'en).g_a_y_twc Va.‘fof_g Xatnlarpn
hién thém 6 tinnea hiu cacbon ¢a phani duong TCHH T. 52(1) 2014
rhamnosed 103,5 (C-1"), 72,0 (C-2"), 72,1 (C- . . _
3"), 73,3 (C-4"), 71,9 (C-5") va 17,6 (C-6")Do 2. Mei-Hsien Lee, Rong_—Dll Lin, Lee-Yen Shgn, Ling-

, ) , , 5 , Ling Yang, Kun-Ying Yen, Wen-Chi Hou.
chuyen dich hoa b(_: Qia C'_3 & 136’2) ¢ phia Monoamine oxidase B and free radical scavenging
truong cao bn so i quercetin citng © goc duong activities of natural flavonoids in Melastoma
dinh vao v tri C-3. candidum D. DonJ. Agric. Food Chem.49(11)

5551-5555 (2001).

2: R=H
3: R= Rhamnose
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