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3M+NH, *. .
M +nNH, "* M +nNa "* M+nH "* o
1 (m/z)
Table 1  Tons identified for theagaro-oligosaccharides in both positive and negative ion-mode ESIMS( m/z)
Degree of polymerization for oligosaccharides
Tons
lon mode 3 5 7 9 11 13 15 17
3M+NH, * 1476.7
2M +Na * 995.3 1607.5 2219.8
2M +NH, * 990.3 1602.6 2214.9
2M+H * 973.4
M+Na * 509.1 815.2 1121.3 1427.5 1733.7 2039.9 2345.6 2652.0
ESI M+NH, * 504.2% 810.3*  1116.4*  1422.5*  1728.7*  2034.9 2340.8 2647.0
+
M+H * 487.2 793.3 1099.4 1405.4 1711.5
M-H,0+H * 469. 1 775.3 1081. 4 1387.4
M +2NH, ** 873.5 1026.6*  1179.7*  1333.2%
M+2H ** 856.0 1009. 1 1162.1 1315.2
M +3NH, ** 792.3 894.6
M+3H ** 775.2
3M-H ~ 1457.6
2M-H ~ 971.3 1583.7 2195.9
ESI - M-H - 485. 1% 791.3%  1097.4%  1403.6*  1709.9 2015.8 2321.1 2628.0
M-2H ?%- 701.4 855.5* 1007.6*  1160.7*  1313.4%*
M-3H *- 875.6
| Degree of polymerization for oligosaccharides
lon mode o 19 21 23 25 27 29
M +2NH, 2 1485.8*  1638.8*  1792.3*  1945.4*  2098.4%* 2251.5
ESI + M+2H %+ 1468.3 1621.8
M +3 NH, 3 997.0 1098.7 1200.7 1303.0 1405.1 1507.2%*
ESI M-2H ?*- 1466.5%* 1619* 1773.0%  1926.1 2079.3
M-3H 3~ 977.7 1079.6 1182.0 1284. 1%  1386.2%
* ( The base peak ion)
M-nH "
( 5A2 B2). .
10 6
( 2 ~12) M+H * .
N M+nH """ M-nH "~ ( 6)
2M 3M o
( FAB-MS)
. ( ESI)
o ESI-MS
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Fig.5 ESI-MS spectras of pentasaccharide ( AS) and heptadesaccharidein ( A17) positive and negative mode
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Fig.6 ESI-MS spectra of pentasaccharide-w-naphthylamine derivative
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Analysis of Agaro-oligosaccharide by Liquid Chromatography Coupled with
Electrospray Ionization-Quadrupole-Time of Flight-Mass Spectrometry

XU Yan-Ting WANG Xiu-Juan SU Xiaoding XU Jidin CHEN Hai-Min CHEN JuanJuan YAN XiaoJun'
( Key Laboratory of Applied Marine Biotechnology Ningbo University Ministry of Education Ningbo 315211)

Abstract A method was developed to isolate and identify agaro-eligosaccharides by ultra performance liquid
chromatography-electrospray ionization-quadrupole-time of flight mass spectrometry ( UPLCESI-Q-TOF-MS) .
In the experiment three chromatographic columns ( BEH Amide BEH Cg and Atlantis T3) were used to iso—
late agaro-eligosacchrides. It was found that the BEH Amide had excellent isolation effect. Agarobiose oli—
gomers with degree of polymerization ( DP) ranging from 3 to 29 could be isolated rapidly and sensitively and
no derivatization procedure was needed. However after derived with a-naphthylamine agarobiose oligomers
could be separated better by Atlantis T3 column and a perfect AU spectrum was obtained. When combined
liquid chromatography with ESI-Q-TOF-MS accurate structure information of each chromatogram peak was ob—
tained the spectra were clear and the molecular weight of those oligosacchandes could be assigned easily.

Keywords Agaro-oligosaccharides; Amide chromatogram column; Liquid chromatography; Electrospray ion—

ization-quadrupole-time of flight-mass spectrometry
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