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Study on HPLC fingerprint of genuine medicinal materials of Evodiae Fructus
YUAN Qingzhao', ZHANG Shui han', LI Shur-xiang"’, HUANG Dan"’, CAI Ping'

(1. Key Laboratory of Chinese M at eria Medica Research and Development, Hunan Academy of Chinese Medicine,
Changsha 410013, China; 2 Key Laboratory of Modernization of Chinese Medicine, Hunan University
of Chinese Medicine, Changsha 410208, China)

Abstract: Objective To establish the HPLC fingerprint of Evodiae Fructus from genuine medicinal
materials. Methods The gradient elution was adopted with acetonitrile 0. 04% octane sulfuric acid sodium
salt and 0. 05% phosphoric acid in water as mobile phase, and detection wavelength was at 230 nm. A ll the
samples were recorded in 80 min. Results The constitutents of Evodiae Fructus were well separated on
HPLC, and the HPLC fingerprint of 11 batches of samples was established The results showed that this
method had a good repeatability, and the 21 common peaks had exclusive properties Conclusion The
method developed can be used to evaluate the quality of Evodiae Fructus synthetically and examine the
genuineness

Key words: Evodiae Fructus; HPLC; authentic herb; fingerprint

Evodia rutaecar— 1 11
pa ( Juss. ) Benth E. rutaecarpa (Juss. ) Table 1 Eleven batches of Evodiae Fructus
Benth. var of ficinalis (Dode) Huang

E. rutaecarpa (Juss. ) Benth var. bodinieri

from dif ferent habitats

1 070825
(Dode) Huang 2 090824 NO. 2
, LH3l 3 090826
4 090826 ZDXH
’ 5 090826 XGS
6 090823 NO. 5
L » 7 090829 NO. 6
8 090903 NO. #1
2005 9 090903 NO. 72
10 090903 NO. 74
1 090903 NO. &1
, 1.2 :LC—10A :
) DAD ( ); T —214
o HPLC 10 ; HS —3120 (
HPLC ) (
[612] 110802-200204) ( 11080+
7 20020) ( 800-200102)
, R ( , Tedia
2 )’ ( )9
, (AR, ),
( , )
1 (AR, )
1.1 : 11 2
, 2.1 : CAR-
, CELLPAK MG Cis (150 mm X 4.6 mm, 5 Pm);
Evodia rutaecarpa (Juss. ) Benth. var 35 C; 1. 0 mL/ min; A . B
of ficinalis (Dode) Huang , 0. 04% 0. 05% ;

1

2; DAD ,
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225~ 230 nm, 230 6 10 KL,
nm, 80 min 5 1 5 RSD 3%
2 2.5 HPLC
Table 2 Gradient elution program 10 UL 80 min
/ min Al % B/ % 2 21
0 35 65 ’
10 40 60 7
25 50 50
60 70 30
65 80 20
70 80 20 ! 16
71 35 65 11‘z g {
5 = « LE %l w1y olu® Ro
LY Y1 0.00 1:1.59 23,18 34.78 46.37 57.96 69.55 81.14
t/min
eI XSV * s &
k 4 evodine S-evodiamine & rutaecarpine
J :
o, )
Fig. 2 Fingerprint characteristic peak of Evodiae Fructus
11.59 2318 34.78 2.6 Ll
t/min 2.6.1
1 HPLC s
Fig.1 HPLC (hromatogram of reference mixture (9),
2.2 L, ( 3
) 0.20 g, 5 100 mL 5 11
90 mL, 1h, 40 min, ) , 3 21 s
R R (0.45 Hm) R
B 2.6.2
2.3 ,
60 Hg/ mL 40 Bg/mL 4« Dt
35 Bg/mL ,
2.4 " 16 10. 2%,
2.4. 1 : 6 s 24. 3%
, 0248122448 72h 8 2.6.3 (
5 » (2004 A )
: 0999 5 0. 999 6 ,
0.9989 0. 999 9 0.999 7 0.998 0 0. 998 3 s 0. 20,
0.9999, 0. 950, s s 3
, 11 0.95
2.4.2 1 5 2.7 :
5 (124 Hg/mL.) 0.5 1.0 1.5 2.0
2.5mL, 5 25 mL s ,
:0.999 8 10 BL, ,
0.9997 0.9990 0.998 9 0. 999 9, 0.990 (126 Hg/mL) 0.5 1.0 1.5
2.4.3 > 2.0 2. 5mL, 5 25 mL 5 10 BL,
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Table 3 Relative retention time of consensus peaks for 11 batches of samples
RSD/ %
1 2 3 4 5 6 7 8 9 10 11
1 0. 080 0.081 0.077 0.079 0.082 0.076 0.077 0. 080 0.079 0.079 0. 084 0. 080 2.645
2 0.110 0.111 0.110 0. 106 0.111 0.111 0.110 0.110 0.115 0.112 0.111 0.111 1. 696
3 0.326 0. 327 0.324 0.325 0.328 0.328 0.327 0.325 0.324 0.326 0.330 0.326 0.561
4 0.703 0.706 0.706 0. 709 0.711 0.702 0.703 0.703 0.703 0. 699 0.755 0.709 2.092
5 0.760 0.763 0.759 0.768 0.759 0. 760 0.759 0.759 0.753 0.758 0.765 0. 760 0.484
6 0.871 0. 874 0. 870 0. 868 0. 870 0. 880 0.918 0. 868 0. 869 0. 865 0. 877 0. 875 1.617
7 0.893 0. 897 0.893 0.892 0. 894 0. 895 0.903 0. 900 0. 896 0. 886 0. 896 0. 895 0. 452
S 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 0. 000
8 1.103 1. 107 1.102 1.102 1.103 1.102 1.102 1. 109 1.103 1. 096 1. 107 1.103 0.292
9 1.173 1.178 1. 176 1. 172 1. 172 1.177 1. 171 1.201 1. 198 1. 165 1.200 1. 180 1. 053
10 1.552 1. 559 1.553 1.553 1.563 1. 540 1. 648 1.578 1.552 1. 544 1. 557 1.564 1.813
11 1.775 1.783 1.776 1.787 1.785 1.784 1.766 1.770 1.777 1.777 1.781 1.778 0.356
12 2.076 2.085 2. 066 2.065 2.072 2.214 2.103 2.056 2.160 2.062 2.224 2.108 2.817
13 2. 195 2.198 2.205 2.219 2.207 2.188 2. 194 2.196 2.203 2.192 2.215 2.201 0.412
14 2.263 2.268 2.267 2.258 2.266 2.274 2.270 2.268 2.295 2.264 2.266 2.269 0.39%4
15 2.317 2.327 2.316 2.363 2.320 2.305 2.307 2.322 2.318 2.306 2.316 2.320 0.651
16 2.387 2.396 2.386 2.399 2.391 2.394 2.390 2.391 2.389 2.418 2.441 2.398 0. 669
17 2.450 2.450 2.450 2.537 2.446 2.574 2.433 2.592 2.459 2.423 2.461 2.480 2.267
18 2.613 2.625 2.611 2. 605 2.612 2.616 2.598 2. 666 2.609 2.59%4 2. 600 2.614 0.719
19 2. 880 2.892 2.908 2.878 2. 888 2.879 2. 886 2.870 2. 884 2.867 2.896 2. 885 0.392
20 3. 040 3.044 3.135 3.051 3.029 3. 049 3.042 3.041 3.041 3.013 3. 046 3.048 0.954
4 11
Table 4 Relative peak area of consensus peaks for 11 batches of Evodiae Fructus samples
1 2 3 4 5 6 7 8 9 10 11
1 0.492 0. 129 0.275 0.236 0.528 0. 658 0.236 0.111 0. 380 0.203 0.136 0. 308
2 0.570 0. 104 0.335 0.231 0.552 0. 608 0.318 0. 101 0.399 0. 1% 0. 189 0.327
3 0. 088 0.074 0. 143 0. 090 0. 145 0. 154 0.073 0.053 0.103 0.07 0. 050 0. 096
4 0. 099 0. 062 0. 054 0.163 0. 159 0. 169 0. 108 0. 090 0. 131 0. 08 0.111 0.112
5 0. 085 0.070 0. 020 0. 153 0. 129 0.113 0. 129 1.789 0. 129 0. 0% 0.072 0.253
6 0.015 0.018 0. 024 0.026 0. 031 0.023 0.018 0.018 0. 025 0.033 0. 021 0. 023
7 0.025 0.025 0.031 0.037 0.051 0.048 0.022 0. 024 0.043 0.04 0. 027 0.032
S 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000 1. 000
8 0. 190 0. 300 0.313 0.174 0. 158 0.176 0.152 0.183 0.152 0.177 0.201 0. 198
9 0. 020 0. 026 0. 025 0.035 0. 042 0.035 0. 026 0.023 0.025 0. 064 0. 028 0.032
10 0. 052 0. 052 0. 029 0. 047 0. 041 0. 046 0.023 0. 024 0.022 0.027 0. 041 0. 037
11 0. 050 0. 084 0. 055 0.072 0. 068 0. 069 0. 038 0. 043 0. 044 0. 036 0. 059 0. 056
12 0.036 0. 049 0.023 0. 044 0. 034 0. 054 0. 042 0.023 0. 026 0.024 0. 020 0.034
13 0. 067 0. 107 0. 068 0.092 0. 096 0.091 0. 049 0. 063 0. 067 0. 052 0.075 0. 075
14 0. 040 0. 069 0.032 0. 063 0.073 0.072 0. 021 0.031 0.034 0.02 0. 047 0. 046
15 0. 048 0. 056 0.021 0. 049 0. 055 0.058 0.032 0. 020 0.035 0.022 0.022 0. 038
16 0.316 0.366 0.365 0.390 0.377 0.379 0. 260 0. 248 0. 255 0.238 0.352 0.322
17 0.017 0. 022 0. 031 0. 105 0.127 0. 030 0.018 0. 058 0.120 0.177 0.017 0. 066
18 0. 141 0.153 0. 095 0. 139 0. 144 0. 144 0.073 0. 131 0.163 0.074 0. 185 0.131
19 0. 128 0.170 0.116 0. 147 0. 157 0. 148 0.077 0.123 0. 145 0. 069 0. 158 0. 130
20 0. 007 0.078 0. 065 0.010 0.018 0.039 0.018 0.015 0.021 0.012 0. 020 0. 028
, (€)
) (A) )
Y= 105 876 X- 643.3 (R= 0.999 6),
, 2.48~ 12. 40 Hg/ mL
; Y= 53984 X+ 7483
(R=0.9999), , 2.52~ 12. 60 - 5
S L1V, S SR U0 S0 W &
ng/ mL 11 0 11.59 23.18 34.78 4637  57.96 69.55 81?114
5 t/min
3 311

Fig3 HPLC Fingerprint of 11 batches of Evadiae Fructus samples
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Table 5 Content of evodiamine and rutaecarpine in Evodiae
Fructus from different habitats
/% 1% ( + ) 1%
1 2.032 4 0.717 8 2.7502 3.3 ’
2 0.29 3 0.440 7 0.7370
3 1.5179 0.487 5 2.0054
4 1.116 4 0.3127 1.4291
5 1.166 5 0.338 3 1.504 8 ’ >
6 1.6629 0.659 1 2.3220
7 1.8% 1 0.707 5 2.6036
8 1.817 0 0.898 8 2.7158
9 1.020 6 0.409 9 1.4305
10 0.812 4 0.296 5 1. 1089
11 1.962 8 0. 745 7 2.7085 (1] [S]. 2005
3.1.1 : : 2] S RAPP
40 min 1. , 2010, 41(6): 975-978
’ [3] Yang X W, TengJ, Zhao B, etal. Studies on absorption and
transport of limoninoids from Fructus Evodiae in Cace-2 cell
3.1.2 . « »2005 monolayer model[ J|. Chin Herb Med , 2009, 1(1): 53-58
, ~0.04% (43 57) 4] : : \
71 , 2008, 30(6): 793795
’ [5] . , . HPLC
, -0. 4% [ , 2009, 24(1): 3942
0. 05% , [6] Shen Z, Zhang W T, Hua Y F, etal Fingerprint analysis of
four variants of Chrysanthemi Morifoli Flos by REHPLC
’ [J]. ChinH erb Med, 2010, 2(2): 153156
3.1.3 [7] , , , HPLC
) 200~ 400 nm [ , 2009, 40(8): 1308-1310
[ 8] s s s HPLC
. 225 230 nm, [ , 2009, 40(6): 964967
, , 230 nm 30 min [9] : [J] , 2009, 40
(6): 994-998
’ ’ 230 [10] i i L HPLC
nm (1] , 2009, 40(1): 123127
3.1. 4 [11] , , L
3 []]. , 2010, 41(2): 297-301
[12] , , , HPLC
, (1] , 2006, 24(8): 4643
[13] : [ M].
3.2 11 5 » 2005
[ 14] [A]
4 —
) ) [C]. : , 2001,
i [15] .
2009 2007 ( U , 2000, 22(10): 67+675



