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[ Abstract ] Objective: To optimize separation and purification technology of iridoid glycosides from
Lonicerae Japonicae Flos by macroporous resin. Method: The content of loganic acid, 7-epi-loganin, sweroside and
secoxyloganin was determined by UPLC, static adsorption-elution test was adopted to screen type of macroporous
resin, separation and purification process conditions of iridoid glycoside were optimized by single factor tests.
Result: H-103 macroporous resin was selected, optimum technology was: sample solution concentration of 100 g-
L™', adsorption flow rate of 2.0 BV+h ™', sample liquid volume of 2.5 BV, eluted by 2.5 BV of water and 3.0 BV
of 30% ethanol at elution flow rate of 2.0 BV +h~'. Under these conditions, elution rate and purity of iridoid
glycosides were 90. 0% and 25. 6% , respectively. Conclusion: Iridoid glycosides from Lonicerae Japonicae Flos are
purified effectively with H-103 macroporous resin, this optimized process is simple, stable and feasible.
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Fig. 1 UPLC chromatograms of Lonicerae Japonicae Flos

40 0 G B S R R, TR - R R
ST B A AL Sk A B o 1.2,2.9,
2.0,1.5 g- L7 WGk & . RS B R 4 R i 4
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ZIFE AR A X IR .
2.1.3 AMEXRRFZEHE AR E R 2.1.2 5K
BT ER 1,2,5,8,10,15,20 pL,f% 2. 1.1 35
TS S, DL HEAE B O R A 0 T AR A A
br A3 ERTT IR ,7-3%- S 8% 11, 5 A S 17 b 4k
AR FHF A RS B YV =1.06 x 10°X -3.02 x
10*(r=0.999 7),Y=2.04 x10°X +1.49 x 10* (r =
0.999 8),Y =2.16 x 10°X - 1.31 x 10* (r =
0.9999),Y=1.25x10°X -1.62 x10* (r =0.999) , £k
PEIE BRI A 0.24 ~4.8,0.58 ~11.6,0.40 ~8.0,
0.30 ~6.0 pg,
2.2 RALWAERIiAb 3 RALWAE N 95% £ iz
124 h DL b RR A A0 K S 8 A, T 95% &g
THVE U O 4 A% B KR AN BT R O b, ok
VR TR, H AR .
2.3 BRI S IE BCE M AEZG M 100
g, fin 16 {55 60% £ P 75 $2 Bt 2 ¥, B 9K 30 min,
Bt AR IR, WedE E IR, T 3 000 remin ' B
10 min, B EVE W MK E 1 L, 48 EFER, %
2001 1R Ak A, a5 R RO SR R
B AT WA A R A T- - E R R
4354 104.3,495.2,280.0,833. 6 mg-L ™',
2.4 RAMIRELS YL $E
2.4.1 FRAW MRS FRECS AL 34T A9 D-101,
AB-8 ,H-103 4§ 21 FpAl-5 RALB G4 5 g (W) , 4
S8 T 50 mL HIEEE CVHETE b RS % A B RE TR
<19 .




22 B 24 M
2016 4 12 H

[l S5 58 77 7

Chinese Journal of Experimental Traditional Medical Formulae

LA Vol.22,No. 24
Dec. ,2016

20 mL, & F 25 CHiR k&t Lk 24 b R R
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UL 1o S €y o W R R 9 R B A T R
PR A, €, W B I A TR P B 0 Tk ko ok R

Vo A EFEARFR ,m B g R At 25 SR 6 2 0 Tk il
Ll W B 55 K R 433l i D-101, H-103 , NKA-
I, ME-1, ME-2, XDA-1, YWD03D, YWDO7D #i
YWDOOD, il £3x 9 iR B 47 18 il 8 % 5%
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Table 1 Comparison on adsorption and elution performance of different macroporous resin for iridoid glycosides in Lonicerae Japonicae Flos
TR R 7-FR - T OF SRAF W7 4R Al T
LCE S e 1 5t THIES 1 5t Ve 1 5t THES 1 5t AES
/pgrg”! /% /pgrg”! /% /pgrg”! /% /pgrg”! /%
D-101 351.8 84.4 2 563.6 82.8 1916.3 85.2 784.0 83.2
AB-8 348.3 - 2136.7 - 1879.1 - 733.1 -
H-103 404. 8 91.2 3252.8 89.3 1928.3 91.0 1 086. 1 89.9
NKA-TI 400. 4 89.6 3224.0 88.3 1949.6 90. 6 1076.7 87.9
ME-1 401.6 90.9 3176.3 88.3 1911.3 90. 1 1 008. 4 90.0
ME-2 357.5 88.6 2535.6 88.9 1965.9 87.7 799.2 88. 1
XDA-1 361.9 85.8 2772. 4 83.5 1953.9 85.1 830.3 82.8
XDA-16 336.8 - 1 868.0 - 1750.9 - 613.7 -
LSA-21 341.3 - 2 386.8 - 1649.3 - 783.5 -
LSA-30 343.2 - 2 469.3 - 1722.2 - 785.8 -
LSA-40 332.6 - 1613.9 - 1765.5 - 595.5 -
HP-10 341.6 - 2385.2 - 1 698.4 - 758. 1 -
HP-20 347.1 - 2503.2 - 1705.9 - 828.9 -
HPD-100 355.9 - 2216.0 - 1872.1 - 789. 1 -
HPD-300 355.1 - 2 138.3 - 1 866.0 - 767.9 -
HPD-400 341.9 - 1961.7 - 1739.0 - 669. 6 -
HPD-600 339.3 - 1308.0 - 1616.4 - 478.0 -
YWDO03D 362.5 83.6 2 686.3 81.3 1929.6 82.6 832.6 82.8
YWDO03F4 354.5 - 2185.4 - 1.940.6 - 827.3 -
YWDO07D 362. 4 86.5 2 804.4 85.7 1937.1 85.9 858.1 85.5
YWD09D 362.5 86.3 2672.3 83.9 1877.2 86.2 820. 8 85.3

2.4.2  EAWH-EMEREIRE 5 BIFRE D-101,
H-103, NKA-I, ME-1, ME-2, XDA-1, YWDO3D,
YWDO7D il YWDO9OD #f 54 5 g (JR &), & F 50
mL B SE B CUHETE RS % A 4 4R A6 32 IO 20
mL, & 25 C [HRIR G4 LI 24 h, K 0 B 1l
() R AL AR e A 335 4 (28 mm x 400 mm, K [A])
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H-103 AU ALY B 1 bb W B St A gk i 26w O, HoAR
B 55 A 2 BB R 1 B, Bk B H-103 AR ALA g o
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2.5.1  REMBTE MR oA R B H AL B AT H-
103 BUR AL AR 20 g, M 7L %64 (1 BV =30 mL, T
[l #% 2.3 TR Jy il 45 4 ) Jo B e B 200 g L7
(F )25 #3t, T A RS, B3 30 mL, J5 3
W4 BIAG B & 40,60 ,120 mL, 53k, 334 2.0 BV -
[T S8 e B = X

Wt =[(C,-C,) xV,]1/(C, xV,) x100%

Kb C) hy B 2 o B vk B, €, S W
JE RER P A R TR LV, S AR, A5 R
R IRAN [F) S5 5 e B b A A ) W BFS 23 43 531 R 86.4%
88.9% ,91.8% H1 89.2% , | FE W i Vi B 3 K, W
JOT 4 R BTG, R B X b A R S s B R R
SO B R B ik B AR TR R B 100 g L7
2.5.2  LRERE MEARARECHIAL B AT ) H-103 UK
FLBE NG 20 g, M3k B M B 100 g L7 4 SR 2L A ¥ L
2.0 BV-h "By A, B W (4 0.5 BV Ol
1Ay ) 0 2 J ok il 1 2 i, 1P 050 3,4,5,6 i
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WO B R 4 Bk 90.8% , 89.7% , 85.4% ,
69.9% , KW L AL 3 BV B4 B W, 25 &
SCES AR R R LR 2.5 BV, R L g A% BB XTI
0.375 g &R AEZ5 41 .

2.5.3 WeMfFuEE  MEGRARHC 4 O T AL B AT Y H-
103 BURALM AR, B0 20 g, 73 038 2 AL . i 100
g LT &R EREW 2.5 BV, 431 1.0,2.0,3.0,4.0
BV - h ™" A 3 ok gk AR A AT R TR, R 3
N RS Nl AR RO A 7 < A 5 o
93.2% ,92.5% ,90. 1% ,88. 5% , 254 % &, W [t %
WELL2.0 BV-h ' HE.

2.6 PRSI E S

2.6.1 VRIS MERRFRICS 4 WAL BRLAF Y H-
103 BURALM AR, B0 20 g, 73 I8 % AL . L 100
g L7 A MRAEREW 2.5 BV L 2.0 BV-h '[9 ik I
BeL W AT, Ak 2.5 BV L 2.0 BV-h ™' ik
ML CBR 2% B REE bk s PR AR R4S ) L 3 i
TRFA 50k 10% ,20% ,30% ,50% Fi1 70% 1 7, BE v
W45 4 BV UM, PR R 2.0 BV-h ™', 2 Bil e 4
WAV, B AN TR A R 20 B30 2 Tt O 58 V9 A A s ok il
Ak 29.6,42.6,25.9,3.1,1. 2 mg, [ A B
I A B R 22.0% , 23.6% , 25.2% ,
17.8% ,16.5% o 30% £, 3 I W v J 30 0 Tk il ¢
J R 5 AT B Y 95. 8% AL ik 24.5% . K
VEFE 30% LN VR BLIE T

2.6.2  PEBERIH A E6H RO AL B4 H-103
TRRALBAE 20 g, M3 2E 4L, B 100 g+ L' & 4R AEFE
WAL UL 0 25 A 2R A7 W B . W B AR AN S, ok 2.5
BV L) 2.0 BV-h ™"t YE M, 37 25K W n 30% 2,
VeI, Ve # 2.0 BV -h T MR R (A 0.5
BV 1 453) , 71534 Ui 43 v A A Js Tk s 3R PR oL
Ak 13.2,35.5,66.2,83.5,91.9,96.5,97. 4,
98.2 mg, Ui 30% £ 3 BV BEA AT P 5 4 .
2.6.3 PR AEGHFRIC 4 O AL BELF ) H-
103 BURSLW AR, 150y 20 g, 73 011 2 4 A . L 100
g LT S HUIEREL 2.5 BV $ i 4 1k E AR Wk
B AR RIS L oK 2.5 BV BRI, 5% 25 7KW 30% &
Jiz 3 BV 43531 1.0,2.0,3.0,4.0 BV -h ™" fi% 7 5 vk
JUE WSROV, T L A O TR R R I 2 43 )
90.5% ,90.2% ,88.7% ,84. 5% , k¥ Yk i 7
2.0 BV-h™',

2.7 BURRES  MESH PR IR B AF ) H-103 AR
FLBYAE 100 g, 3@ 335 45, B 100 g L' &4 L FE
225 mL, FEARTE (1) T 20 55 1 20 47 W B R gk i, i 4

30% £ T, D 5 o B A4 Tk i 1) 5 i 45
RV AL 90. 0% , = F 154 384.8 mg, W
Sl BRJ I il R B ROk 25. 6%

3 itig

VE R AR SS258F | B AE AL 27 0y B 245 B 1k

WF5E T B P AR R TR S BT 28 1, i B0 Tk el

VE g 4 R AE b B R K IR PR oY, AT 5 410 DU g

B, B ERAE D PR I T S O S BT R K A A

DT 7-R-DE T HAARRER WA

FEELAT PR AP AR 53 4 FhERI e 1

G344 i A AR AL IR R RS TR0 80% DL B, MOACHT

FELAIX 4 B0 005 & g 48 AR, R UPLC il 5E B i

Aab B S B B 0 S 0 B R, BE RS ME T (B

b 2 e AR AR 32 28 1820 A DR AL R AR i 1 g

55 PR M AR A5 A HPLC IR R K 45 6 1 G B ) - 4%

SR H-103 AL A X 4 4R 46 T I0 46 Tk s 11 28

TGy AT B 0 W BT R R B RE 0, R A E T R T2

SR, T ARGE AT A AR B, AT Sl 4 R AL BT

PR TRIETT & SR RS
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