36 2 q]Elq]%%ﬁ Vol 36, Issie 2

2011 1 Coom/ China Joural of Chinese Materia Medica January, 2011

i

-3-0 -B-D -

! = I 2
EWE . SEH & IR
(L. JRABFR, 7& 7 M 510006
2 MFREHKRE, SR TN 510006)

[ ] : -3-0-B-D-
(UPLG-ESFQ-TOF /CD MS/MS), . ESFMS
m/z431. 0958 m/2623. 1566 [M-H]|" CID-MS/MS 5 s 3
m/z353 341  31L 2 m /z 283, m /2 269 , 2
s RDA m /z 161 m/z 117 -3-0-8D- CID-MSM S 6
s m /z 477 m /z 387, 357 311, m /z
315 s B m /300 m /4 271 C m/z 243 RDA m/z 151 m /A 125
-3-0-B-D-
[ ] ; ; -3-0-8-D- ; ;
, LCMS (W aters ); Q-Tof
, “ m ic1o : (ES) Masd-
” « . ynx 4. 1 (W aters )
(
111687-200501); -30-BD-
(LC-ESI/APC FTOF-MS M S) . R, '"HAMR, "CNMR, M S , HPLC
, 9%% (Merck )
1.2 Acquity UPLC" BEH Gy
, FabreN ' MarchR E " EsSafiNE (2.1 mm x50mm, 1.7 Bm) ;
L UPLC-ESFQ-  (A)- ( 0.1% ,B), 0.2mL* mi
TOFM SMS 2 : 0~ 7.6mn 8% ~ 60k
-30-BD- - (B); 7.6~ 10min 60% ~ 60 (B); 10~ 12m i
. 60% ~ 30 (B); 12~ 15mn 30% ~ 200 (B);
, 1 HL
1 13 (EST),
1.1 A cquity UPLC ) 3.1 kv, 15V, 25 Lo
hl 100 C, 1.0 eV,
[ ] 20100428006 15~ 40 eV 50 Le b,
L J 300 C, Atx :
(LYM 10092); (2010418)
[ e o v (@0) m /z 50~ 1000
39352117 E-mail godck@ tm. cn 2
[ ] . . Tel (020) 21 -3-0-BD-
39352118 Email kpching@ homail can C C-C

+ 1802



36 2 QJEIFP%,%,%; Vol 36, Issie 2
2011 1 G~/ China Joumal of Chinese Materia Medica January, 2011
-
A- B B A= B-,
, i C ;
[2+4] : X Y Ny
-3-0-BD- bi ( ). k1
1 , LA
1 -3-0-B-D-
2.2 ESHMS ), (DBE)
, ( rFIT) , M assLynx 4.1
) ) 2A C2H190 0,
2 431.097 8, 2.0
-30-BP - , mDa 4.4 2B CosH31 016
, ESIM S m /z 623. 161 2, 4.6 mDa
431.095 8 m/z 623. 156 6 [M-H] ( 7.4
CHOH
R HDOH ' 5
<— T

[2M-H]"

oo

nugm 18 v GO geom

TP

L)

o

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000

100 150 200 250 300 350 400 450 500 550600650 700 750 800 850 900 950 1 000

mlz
2 -3-0-B-D-
2.3 CDMSMS CD , 4
) ) MSMS ,
3 3-0-BD-

15 20 25 30 eV CD-MSMS

ESEM S

CDMSMS 4
25 30 35 40 eV -
CDMSMS 56

CDMSMS ,

* 181



36 2 q]lﬂtpéﬁ,%;g Vol 36, Issie 2

2011 1 G, China Joumnal of Chinese Materia Medica January 2011

i

. - 30-BD- ESIMS/MS

4310078
311.007
432.1029
312.0848
283,0884 3410887 353.0859 429.5634((433.1041
LARMM Mttt Aadas Aass iodad i hanas bads ans Lanad Meats tass Masid et Mo Mans taasd Meade saaa M e Mt Lt nis At waa L e e L LA Aadad Maset Maddd Mast Maad aadas Maadd aasas]
311.0591
4310888
312.0841 Iﬁ
3410703 432.1034
Wb 200087 2830883 312,000 P30 o700 3w 084
T T T T T T T T T T  § T T T T T T T T T T T T T T T T : i f § T T T T T T T T T T !
3110501
283.0087 312.0851
84.0685 341.0893
170562 1ap01e4 TOO1Y g1 on3p 302 gy, 28105093 o], 3530700 4311020
T T T T T T L phcad adnd aasss ) T T T T T T : { Abaad Laocd o T T T T T T T T T T 2|
283.0850 311.0800
Jaece00 3120850
149.0253 2030399 281.0534 3230820 3410714
104.5807 1170414 499%2% 4690318 191.0407 203 2300754 N . 1 ( 431
T T T T T T T ToT T

60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
m/z

3 AR EF (m/z 431) CID-MS/MS

3150512
a4 e21485
16.0856
181,010 1787423205.1389 2430984 271.0280 300291317574 357 0641 397 o875 t
G M bt b e b i b Sl b
3150500
3140428
316.0848
300200 17 0588
1510086 179.0038 2u30M8 271008 | 0958 3670508 37,0502 6231463
ikt e il i e )
3150508
3140471
300.0282
3160848
men
125.1115161.0076 2040457 ZTOTY U038 | aw.osu,m . 5231501
20,0200
3150500
m.028
ETY : 3160884
125,0079161.0063 m,mrmoml | 1 17,0681 357-0801
20 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620
m/z

4 REZEE3-0-8-D-EFMWIFHET (m/z 623) i) CID-MS/MS H



36 2 q]lﬂtpéﬁ,%‘%:‘ Vol 36, Issue 2

2011 1 G, China Joumnal of Chinese Materia Medica January 2011

i

A5 REFER3-08-D-ZFHHHET(n/z623) RERE

I

m/z 311

l 3A OH [o]
m/z 269
o 8y
m/z 283 ‘:Si r@, -CO, J/O

m/z 149 m/z 91 m/z 117 m/z 161

K6 HAERET (m/z431) Rf#ge
¢ 183



36 2 q]lﬂtpéﬁ,%;g Vol 36, Issie 2

20111 Coom/ China Joural of Chinese Materia Medica January, 2011
-

3 m /z 243 RDA m /z 151  m /z 125
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Study on fragn entation of vitexin and isorhannetin-3-O-8 -rutinoside
using electrospray quadrupole tim e of flight mass spectrom etry

LIKunping, GAO Chongkai” , LIW eim ng’
( 1. Guangdong Phamaceu tical University, Guangzhou 510006 China;
2 Guangzhou Unuwersity of ChineseM edicine Guangzhou 510006 Chia)

[ Abstract] Objective To investizate the fragn entation pathw ay of vitexin and isothan netin-3-0-B-D - tinos de w ith CID-TO -
MS Method Equippedw ith an LC-M S was carried out using an ultra perfom ance liquid chran abography electiospray ion izaton qua
dmpole collision- nduced dissociatbn-TOF-MS. Result ESFMS spectnm shoved [M - H ]|~ base peak ofm /z 431. 0958 andm /z
623.156 6. The CD-M S of vitexin shoved five basic fragnent bns tree of which corresponded to the glicosyl ring fracture m /z
353 341 and 311 other wowere benzyl bnm /4 283 aglycone ionm /4 269. In additbn two lov abundance bns namely m/z 161
andm /z 117 generated by RDA crack ing ions wete ako characteristic ons. The CIDM S of isothan netin-3-0-B-D -wtinoside shov ed
skmam characterstic fragm ents pbns corresponding to the bss of thannosylm /z 477 and the glycosyl ring fracure m /4 387, 357 and
311 and aglycone bnm /4 315, In addition B ring generatedm /z 300 and m /z 271 and C ring generatedm /4 243 and the RDA
cleavage generatedm /z 151 andm /z 125. Conclusion Those fragment bns can be used b quickly dentify vitexin and korhan ne tirr
3-0-B-D- mtinosile
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