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(P9 B 220 a. B P0EFOAEY A5 5 R F DU T2 85 5250 = 5 b RO BR222 B, 141 P55 615013)

W E:Es T A 1R A -3-F A -S5-wbee 8 (PMP) B AT 47 4 & ik 48 &4 (high performance liquid chromatography,
HPLC) sk A 5L3E % 48 P 4520 %, 183d 3 B & 5 3o 64 PMP 47 24 245 09 £ #F 4 BU% B 18] 40 min, B 38 & 70 °C 4= PMP
R JE 0.8 mol/L, vA Agilent Zorbax SB—C18 &, 4 4 447 A& , BEBR 4 % (0.05 mol/L, pH=6.9)— ZJF i sh 48, il ok & 4 250
nm, FAEF 10 ul, HE 20 "CHM EIEL R, FEEEHT, & EBEE X R RIF(G20.999 6), 45 % & & (RSD<2.23%) , &
H PR (RSD<2.11%) , AT EDIC & 4 97.16%~101.68% . %77 ik iE A FANLIE S48 7 S4B MMM 7,

KR : PMP; HPLC; M 5L3E % 4 4%
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Determination of Monosaccharide Composition of Lactarius Deliciosus Poly-
saccharides by PMP Precolumn Derivatization HPLC

XU Zhou* ,DA Xiaomei "

(a. Sichuan Key Laboratory of Panxi Crop Research and Utilization ; b. College of Agricultural Sciences, Xichang
University, Xichang, Sichuan 615013, China)

Absract: A high performance liquid chromatography (HPLC) method of precolumn derivatization with 1-phenyl-3-
methyl-5-pyrazolone (PMP) has been established for the determination of monosaccharides composition of polysaccha-
rides purified from lactarius deliciosus. The optimization data of the precolumn derivatization process were: reaction time
40 min, reaction temperature 70 °C, and PMP concentration 0.8 mol/L. HPLC conditions were Agilent Zorbax SB-C18
column; using phosphate buffer (0.05 mol/L, pH = 6.9)—acetonitrile as mobile phase; detection wavelength 250 nm; injec-
tion volume 10 wL; column temperature 20 °C. The determination results had good linear correlations with r* > 0.999 6;
good accuracy (RSD < 2.23%) and repeatability (RSD < 2.11%); and the recovery rate was between the range of
97.16%~101.68%. This method can precisely determinate monosaccharides composition of polysaccharides purified from
lactarius deliciosus polysaccharides.
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=% LR (TFA) .KH,PO, NaOH HC1 5 {5 % : 70 by
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Agilent Zorbax SB-C18 @ 3% 1 (150 mmx4.6
mm, 5.0 wm) ; ¥ S0 AH « A— B R 2% W (0.05 mol/L,
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GEiTRdE , SPSS 18.0 M Ducan ik #E47 it &k 70 Hr
(225 18 /KA P<0.05) , Origin Pro 9.2 23],
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mol/L 55 1F T, 24 Jz 7 {5 [8]{ & 20 min B, D- HE%
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2.2.3 PMP iR EXT B AELT AW RIS M

WAL 4 JFr7R 24 B[] A B 53 51 8 40 min
170 “CHF, 5 PMP ¥ B4R 0.4 mol/L B AH Eb , 4
PMP ¥ B 4 0.6 mol/L B, 8 Fft FRUBEATT A= 4 (1) 77 3 8
BT (P<0.05) . Y PMP Y BE#E— 253K 4 0.8
mol/L I, D-F5 2 M 1R . D—F LB IR . D—FFL b
HD-BAI LAV 4 Fp SRR A= 0 7 R TEASE] B (P>
0.05) , 1fif D—H & #E | L- A0 . D 25 B8 Al L—5 3%
W 4 Fp BOBE AT AR 4 7 R A B 35 B TH(P<0.05) . R
LEA R PR EE PMP R )E 4 0.8 mol/L.
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B, I LIS W A 3 B i 75 310 110 45 SRR 110 B8 R vk
BE M RGIBR . fie a0, D—H 880  L- R 258 . D-
H R EIER (D21 FUMEIE R \ D-F A5 . D220
D— BT AR I T 5 58 0 14 JBE R e B 5 068 1 R 22 [i)
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4 PMPiREX PMP BE¥ESLT & YlEEFR #9520

B RN R AR E (PR T 0.999 5,
D-H &M L-F 20 D-H A B R\ D 2L b I
Mz \D-H 25 D2 FL  D- Bl R AR A L e b
4 4G T B 43 591 Sk 2.32 . 4.14 . 13.59 .6.23.1.49.2.95 .
4.79 #17.66 pmol/L.,

R STHEAEIREMREZK X R RGN R

FRifE B 2 Y=a+bX

2 7E PR (pmol -

B R B B [8)/min . BXRH(F) ) RSD/%
D-H &b 11.800 2.5850 -3.000 0.999 9 2.32 0.18
L- A= H 14.999 2.0516 -5.500 0.999 9 4.14 0.17
D] % W I 1R 17.149 2.4459 -30.250 0.999 6 13.59 2.28
D2 ZL B 1R 18.744 2.607 5 -13.250 0.999 8 6.23 2.15
D- % 20.920 23497 -0.500 0.999 7 1.49 0.51
D-2F UM 22.717 2.669 9 -4.875 0.999 9 2.95 0.25
D-F A1k 23.877 2.5816 -9.375 0.999 8 4.79 0.56
L h 26.017 22516 -14.250 0.999 5 7.66 2.08
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170 ALY RSD B 43 5914 0.18% .0.17% .2.23% .2.14% .
0.51% .0.25% .0.56% H1 2.06% , 7 B A< 52 56 At F X
ARG R AT SO AR IR IR A R R,
L-FUZEH D785 20 BHIBA R D—21 FLBHRE R A1 D—Pa[hi7
AR 4 Fh SRR A AG Y, B0RG H 1 D—H 220 . D-H
ZIBE D—FZUME RN L4 b 4 Fh o %) RSD {H 4351

BRI R I A M R
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Fie i RUIG 3 AN IKF [ RE S oA D-H 2
BE DB D2 UM R L— A e h DU o b b o
dt AU T LSRR 3 s, D—H #3 4
D-7 % B8 . D21 LB A LA 50 14 57 15 [ i 2 4
14 101.68% . 102.87% . 98.39% F1 97.16% , RSD {4
A3 5°M 1.47% .3.10% .0.29% Fl1 1.34%., 45 B30,
25 PO TSR R G BB TR T 5



%34 # iR A PMP AR RTAT £ HPLC 320 AN FLEE 5 45 04 245 20 %, ©5.
K2 AEBEERSDREEMRSD %
D-EZEHE D-FIHE D-FTHI{H
E D-HEH L-RZHE D-EZE¥E D-FI¥E L-F 5
BEER BEER &

A % B RSD 0.18 0.17 2.23 2.14 0.51 0.25 0.56 2.06
HEZPERSD 0.63 — — — 2.17 0.90 — 0.94
Fz3 HEmPBEEHEKER

TNERiR &/ T iR B/
SR iRFIE o . . Bl R/%  FHEKZER/%  RSD/%
(umol-L7") RE/(pwmol-L™") (pmol-L™")
I 50 141.59 193.29 103.42
D-H #& ¥ rh 40 141.59 180.14 96.39 101.68 1.47
1% 25 141.59 167.89 105.22
=1 400 1394.22 1795.05 100.21
D-7 %5 bk rh 350 1394.22 1753.77 102.73 102.87 3.10
1% 250 1394.22 1 658.44 105.68
=1 650 1928.49 2 598.80 103.13
DL h 450 1928.49 2383.19 101.04 98.39 0.29
1% 300 1928.49 2201.53 91.01
=1 550 952.99 1494.16 98.39
L7 Ee b rh 400 952.99 1336.64 95.91 97.16 1.34
ik 350 952.99 1296.23 98.07
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TN AR 3L % 22 RS S R 7K A7 I 7Y PMP AT A2 9
i EAN S BT o Eb X AR oE 5 45 4 5 £ B st ) mp
AL RAFLAE Z 08t D—H 28 0% D 45 0 D2 ZLE
L5 0 4 b PO 2E B o AR B0 06 i LR R P
R AN FLIE 20 D-H &0 . D-# 4 b . D13
WE RN L5 3 W5 09 o1 12 43 85053 391 R 3.21%.31.56%
43.66% F121.57%.
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TR . SR PMP A S 5 A2 130 437 2E Ak B
BRI 25 7y 3% 7 B () 52 ek B FT PMIP 4 B 55 4
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2SI PMP AT A SUBE A S A A5 1 < S L st
8] 40 min ., JZ I/ 35 & 70 °C Al PMP ¥ £ 0.8 mol/L.
K Agilent Zorbax SB—-C18 &35 4 , DA R 2% ik
(0.05 mol/L, pH=6.9) - Jif§ > i sl AR AE BE VR G, 12
4 33 HPLC 43 M 4 7L 2 22 0 EROM 20 1 1 00 2 7 1%
HER AR R 2 W IR R %
JE v A kR H R R R A PR | o b
iz TS FL a0 2 05 s AL o BT . 2R A
PMP 177 24£ 3 A HPLC i5 3047 70 B , 45 I A L4k 2 4
B A 2 1A D-H 22 0% L D5 4 % L D21 FLAE 1
L—2f S 4 Ff, JHL 5T 3t 40 8093 30 3.21%.31.56%
43.66% F121.57%.
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