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H ENAadeHEERFEEGYTE RALREEERF(ESI-MS)HTHRE. BRAN, BEE
Moy ESI- MS #EEFHG, RAAFMBERFERG S TE, BREBALEA M+ Na] " i BT, R
FHAM+ 11" HESTET, BIM+Nal*" 5T ETHHHR FINE SN FA 5 [M+2Na]” H i B
Fo BLAHTERT 1000 B, AR XLTET; S4H45TF )T 1000 5, B ESI- MS 3
[2M+Nal " $9R 5 E-F, EBEREF, AT 6 B EBG ST E 584 324.630.936.1 242.1 548 F»

1 854,

KRR R R T R bt e & R

hEASHEE, TS254.1 XHEFRIRE A
EK, ERBCRNVES HFEEARANEE
*F. EEFRTAEERUEE. BENERERES
AHFELFHI, R EEMEEEE, e
HETEAT AR, f+t RERED, BT LR E B
ARG, {R B 4E A XTER I T R, T, B IR
FU . BMMRRBEEREN S TR, HRHS
MEREFENRANT—EXRERRIE, HBHF5E, 85
FUE(ESD N — M FH F A B AR RS K,
HHERDTFROFEELLEGYE AR ENREY
Fik, THTFEK G TRads FENE, i, &
SCHE YR T o8 W 3 o, 25 T 0 (EST - MS) M BB AY BE
e RREEN S TREGTHE, IR
FROARBETEER.

1 MHEFE

1.1 FRBIEMe &

B 10 g BREHE, DA 500 ml 2K E
QOCREEh{E H s, ¥ E 40T A 10 g BIREE
BB, T 36 CARSREXM 15 b, BREAR, Ein

RN 2000-10- 13
EEWE. WEERFPFER LRI HE S, 1999- 2001
{EEM I B2 - ), &, BI#E, MBI kF R

A0.5 g IRITRES, UK 8 h, KBEH
15, R T 100C M# 5 min DI BEER R,
YT 0T WMERSEE 100 ml, TA 3 52
.8, WH AR, B0 (7 000 r/min, 15 min), -
BT 40C HEWRE, ¥R TRBEHESY.
1.2 ISR S M el

BO.5g BHESY, N1 ml KBEBETA
Sephadex 30 (100 em X 1.5 cm), BRI KB
KHEFTHEIR (20 mi/h), LA ER A3 48 % 5 48 e I T,
ST 490 nm PERIEE, MIBVEH R B AL
EEE, S0 EEN T EEE, REPCAWER
EHATEY OB, BERE, 5T,
1.3 FEERSF-pCE

BL0.001 mg BESH I BOKW AR, FIEHE S8
FHEETRE, ERFHFBFAL 6~8 b, Bub
BT, B -SE_HFERHEEE S, 105T Nk 5
min, REFICRBAFNIBES, RREEATH
B TEHRY R, E.
1.4 RESENNE - RROEE - msgER

FERPREX 20 mg D - 2EFLHE, 3T 100 ml B
TR, PR AE W R R R R 30, 60,90, 120,
150,190 pg/ml IR, BRBEREE 0.2 ml BT 10
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70 FHEKPHZ 8 %

mt IEE P, WA 50 g/L HEBMBEH 0.4 ml BEE,
RHAMA 2 ml R, BESH9E, EREE 30
min, ZE ¥ 490 nm B WA, & A BLIZEE
KRB, HRERMERAGTNE, X BFHE
ik B BR S 1],

1.5 BFaiard

DIONRX 27 DX'- 500 & F i {X (GP40 M
TR ER), ED40 BBk mp BT B0 3%, S e ift, B4
%, HEMAEE, DIONRX AR RN, SER,
[

3% H, DIONRX CarboPac PAI(4 mm * 250
mm} B F A B, CarboPacTM Guard (3 mm X 25
mm ) BT & ; i 1,0 mi/min; FEER 25 ) WRBEH
1: 5% 1 mol/L BRBEHA, 95% 100 mmol/L 4 1k
;B 2: 10% 1 mol/L BEEEHN, 90% 100 mmol/
L AEAH.

1.6 R

¥ i Micromass BIE 2 Al Quatiro PEEFIEAN,
R EEELEE analutic 27 7R, BERE 4%
AEE Micromass 2R Masslynx BE R,

BRI SRR R AR A PR,
=0.1% HIBEAR, 48531 % (HARVARDMODEL)
EH#m ES] B iR AEAE, SEAF A 3 1)/ min,

BEKIE. B Cl iR EBS. HERBRIE
FxOBEAET 0.3 panuo

2 ERIHE

2.1 SEER

HPEER R Wl AT Sephadex 30 BEEEATH:
Tormaith, ;)0 6 TR, HHIRNF TR 1. %
W2 ERE3. R4 B S MERG(ELD., £#5E

30 B0 130 LEO 170 (R0 1w0 200 210 220 230

FERRRE/ml Volume
B 1 BEIWE Sephadex 30 R FHRIFER

Fig.1 Chromatogram of agarose oligosaccharides separaied
by Superdex 30

HEMN R, GRER 1, ERUARLERM R AL
B, S TREEK, R (EZEBS, BE&TBEY
BRI AMHEA RETARGER SEFYE
B-MAaikE. EREFNKERERIENE6
FhERE A LAY,

F 1 RENMEEN R, HR
Table 1 Ry valves of agarose oligosaccharides on PC

B EHE
Apgarose oligosaccharides E,
1 1.11
2 0.87
3 (.65
4 0.41
5 0.30
& 0n.18

2.2 ESI- MS i#ERiT

6 R EEN ESI- MSEENE 2~ H 7,
EATH S1- MS EEAEFEEW, WL, HEER, #
EHRHEEL SRS FE, XS LRI M
+Na]"MBEF, WAHEIM+ 1] DT &
F, H{M+ Na]* 53 F 8 F 34588 [m) B iF 9 —
FFI[M+2Na]l" MR EF. Y0 FRA
F 1000 65, Wi BT E T HLama TR
T 1000 B, W ESI - MS iEH B[ 2M + Nal* I RF)
BT, SEHMESI- MS ikERIrERIE 2,
TR 2 R R AR S R 2 1~ 8 6 B4
FESHR 324.630.936.1 242.1 548 11 854,

2 MBI ESI- MS M
Table 2 ESI - MS results of the agarose oligosaccharides

T BRY I Agarcse oligosaccharides
lon: 1 2 3 4 5 6
[M+Na]? 347 653 960 1266 1571 LA&77
[2M+Ne]* 1284 1895
[5/2M+ Na]* 1 599
[3M+ Na]’ 1913
[M+2Na)* 377
[3/2M+ Na]* 1886 950
[§/2M+ Na]™ 641 796 950
[5/3M+ Na]* 2093

RTERRAWMED S TEHAE, IEFH
BHEAEER C% BRERKE. RBEREL M
BERAE B S, B ik R AR R 2
WA, FHEAYNTHES>TEREE, 70 #ERE
FE 3 ) R RO B 28 8 2.1 R (HPGPC) W T

PDF SCH{#i ] "pdfFactory Pro" X Hfix A% www. fineprint.com.cn


http://www.fineprint.com.cn

38 EXEE B EEA ESI - MS IHTFE 71
_%‘m W7 E,m
g 53,2
] £
g =
e " _2
§ 3‘3 12845 1913, 5
= 101 3 4
274 an : = 300. 8 '
[E j?fi“ziéz“m&uﬁka j!issu 41!?2:4”“4 nﬂ: i 1 w5m.3 306, ;59917904‘5
£

o

200 220 240 260 280 300 320 340

63,7 #(Dalton/e) Charge number

380 400 420 440 460

B2 XK1 AYESI- MS i
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3014 4
0. 0 m’ 5] w93

F Jm 48 7'5“37 5|1ssz 1
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a0 IZOO er ZDM] B0 2800
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B s JEBE3HYESI-MS #E
Tig-4 ESI— MS spectrum of oligosaccharide — 3

1571.2

21,3 hsrr

X ol B LX)
[ .U. i hmatatiedy
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ES

Mo ¥MsaESI- Ms HE
Tig.6 ESI - MS spectrum of oligosaccharide — 5

STReME, HEFHE. o RENERETH
&, BhTHZ SEFENingsS, BHNHRE-
ERBNE., AR ENEEFASTREEMIE
2, ATHAMFR FRARD, BT
REBER AT, MS AT EEF RS
W Ams e LR ENE MAHT
EERW IR T8 & K% (FAB - MS) ESI - MS Hl
R8T B 3% AT BT (MALDI - MS) B i
S H A MS ATARERE N T EAEEN %

0700 400 600 Boo 100D 1300 1400 1800 1%DD Z0OC
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g, EERNEE TS, BEENRRASE
MEBEFR, BRHERERRRERAR, RA
ARMBEETRSBIARNER. ERRLED
BIES W, FAB FikAE T HEMEH, (B FAB
FEREMRTRS RS, ER TR, T s
ERERLCEGYRERIRERL B E A,
ES] thy—FigrE e mE A K FREHSF
ENEHT T TEEREHE. SLRIEH, ESI-MS
5 PHE 0 21 B L R R A 4 L FU PR R, R
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matographic determination of saccharides in dairy products using

ESI — MS spectroscopy investigation
of agarose-oligosaccharides

MAQO Wen-jun, LIN Hong, GUAN Hua-shi
{ Marine Drugs & Foods Institute, Ocean University of Qingdac, Qingdeo 266003, China}

Abstract: The agarose was digested by agarose enzyme, and & kinds of agarose-cligosaccharides were cbtained.
Using ESIL — MS to analyze them, the spectra was verv clear and the molecular weight of these cligosaccharides
could be accurately determined to be 324, 630, 936, 1242, 1 548 and 1 854, respectively. The ESI ~ MS spec-
tra indicated the presence of stronger addition ion [M + Na] ™ and the absence of quasi-molecular ion [M+1]*.
At the same time, there were addition ion[ M + 2Na™ ] in the ESI — MS specira. The ESI — MS spectra shew
double charge ion when the molecular weight of oligomers was more than 1 000 and the series ion [2M + Na]*
when the molecular weight less than 1 000. The 6 oligosaccharides were bio-, tetra-, hexa-, octa-, deca- and
dodeca-saccharide, respectively. .

Key words: agarose degradation; agarose - oligosaccharides; molecular weight determinations ESI - MS
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