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Pre-column Derivatives HPLC Fingerprint of Lycii Fructus Polysaccharides
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[ Abstract ] Objective; The aim of this study was to establish a pre-column derivation HPLC method for
chromatographic fingerprint of Lycii Fructus Polysaccharide. Method: Lycii Fructus sample was hydrolyzed with
Trifluoroacetic Acid ( TFA) and derivated by 1-phenyl-3-methyl-5-pyrazolone ( PMP ). The monosaccharide
composition of Lycii Fructus polysaccharide was carried out by reversed-phase technique on a ZORBAX Eclipse
XDB-C,, column with a mobile phase composed of 0. 1 mol -L "' phosphate buffer (pH 6.7) and acetonitrile in the
ratio of 84. 5:15. 5. The flow rate was set at 0. 8 mL +min ', the wavelength was set at 250 nm, and the column
temperature was at 30 C. Result; There were 12 peaks from the fingerprint and 8 peaks were D-Man, L-Rha,
D-GlcUA, D-GleN, D-Gle, D-Gal, D-Xyl, D-Ara. The similarity of the 10 batches of Lycium barbarum
samples was more than 0. 99. Conclusion: The HPLC method with pre-column derivatization is appropriate for the
analysis of monosaccharide composition of Lycii Fructus polysaccharide and the method is simple, quick and
accurate.

[ Key words ] Lycii  Fructus; polysaccharide; pre-column derivatives; monosaccharide; HPLC;

fingerprint chromatogram
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DAD ¥ 2%, H A< 5 ) , T1000 I #, 7 K (34 24
TR ER) ) o
1.2 ikzy  D-#i% b (it 110833-201205) , D-H
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100226-201105) , D-&h i 41 3 4 45 8% (4L 5 140649-
200702 ) Xf HE &, 350 1 v A 24 0 A E I 9T e
L-FLZEHH (L5 121029) , L-34 86 8% (45 120927)
D-F A HEE TR (1L 121009 ) , D-2f ZLHH I 1R (it 5
121106) , D-A H (4t 5 121026 ), D-# ¥% (it 5
121012) , D-F[ i Af1 0 (L5 121103 ) X Bt i, 20 A
AR E AR A BRA Al . PMP(3-H 3E-1-28 5L -
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(TFA,#it %5 20120903, [&] 24 4E A b 2% 3L 5 A R A
Al O (s al, {5 E Merk W), K R &lifhoK,
HoAt 350 B9 2 43 M 26 . MAD R 34l T BR AR (
) A BR 2 m AR AL, 287 W s 24 K 2 BRI A 9% B
Y E MRS T R AR B Y T E A Lycium barbarum
18 T LA 5
2 AEEHER
2.1 @4t ZORBAX Eclipse XDB C o3 4
(4.6 mm x 250 mm,5 pm) , i 3 A 2 05 -0 1R h 2%
(0.1 mol-L™" pH 6.7) (15.5:84.5) , K il i K-
250 nm, 7% 0. 8 mLemin ', #:E 30 C .
2.2 XPHRSEWEES oI D-BkE, D-FT iR
Wi, D-H &80, L-2 B0, D- 450 , D-7 % BERERR , D-
UM, D-2f- FUME RS R, D-h R 52 55 45 40 b, L- R 2=
W, D- AW A5 T IR S A RS B, K i A R R
A RSV (A AR EE R R 0.45 gL', K
W AR R G 6 B TR 100 pl B S mL [y 25
O INA 0.6 mol- L™ 1 S A AL B4 IA i 100 wL,
. 54 .

RA) K%M 0.5 mol-L.~" PMP 100 pL,7E 70 °C %%
4T R 60 min, HUH A RS # A 0.3 mol - L™
) HC1 % 100 pL, W HETR S, i 2 5 mL .08
HOIRBETR AT . A A BE 1 mL IR EIR AT, B0
(3000 r-min ') 10 min, HFE =G FEE, FE 3K
A B2 TC I, K 2 RIS RE

2.3 M v R A T I R R

2.3.1 FERCHEZ WSS T BRA SR
3.0 g KEHFRE, N A oK £ B 150 mL, 48 75 $ 5
60 min B O, 2 U8 8 5 UE2F A 80% £
BE 3 W, BIR 10 mL, I8 3% 8] 98 40 250 mL
JEBEH T, K 200 mL, [IFEFEHC 1 he B R
g, 75 FWE W, sk 100 mL, [0 42 HC 2 h, B
L B DR B8R K B BOK R 4 K, BIR
10 mL, & B 5 VR, W 47 2 20 10 mL, jiti% , 5%
B2 10 mL &b, insK 2= 20 B2, 2.0 (4 500 r-
min ") 10 min, K% B A JCK 2 BE 40 mL (48 Jii pe
Pi) B 5 ~10 C k4 ik E 12 h, 8.0 (5 000 r-
min ") 10 min, 35 B, UUEM 80% £ BE YLk 2
W, B 10 mL, B0 (5 000 r+min ') 10 min, FiN TG
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%30 pL, 4% 2.1 T F 3% & AR B AR IR
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P AL Y > 0. 99, R WK % % KU .

2.4.2 FREMELLEE RS WBCHE L R IR 30w,
S3IAE 0,3,6,12,18,24 h i AE, 45 5 BT il i) 4 20 K]
5 P A5 0 A B R A BLEE 2 > 0,99, % W24 h
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o AR T {4 B I 7] AR T e T AR N
(xxs) (xxs)
1 0.314 £0.001 6 0.023 £0.011 8
2 0.366 0. 004 9 0.032 £0.005 6  D-H &M
3 0. 400 £0.002 5 0.116 £0.017 9
4 0.433 £0.001 4 0.342 £0. 068 4
5 0. 487 0. 005 3 0.030 £0.013 4
6 0.523 £0.007 3 0.183£0.0329  L-FlZH)
7 0. 644 £0.002 2 0.088 £0.008 8  D-7ij % I % ik
8 0.757 £0.002 5 0.228 £0.080 0 D-LFLBEEE R
9 0. 865 0. 002 7 0.118 £0.011 7  D-3j %k
10 1. 000 1. 000 PESR
11 1. 050 0. 006 5 0.193£0.036 9  D-AKHH
12 1.104 £0.001 9 2.270 +0. 163 4 D-5u] $i7. 1A B

FACL 22 PMP-HPLC $i5 80P 335 AR AL A 4 &, 3
MRS T 20 AR AR E o JTik A B SR IIZ IR 4L
Oy M T IR AR E TR, EE A A, AT A O M A R
HEIR I 2 H R I — .
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