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Comparison of HPLC Fingerprint of Petroleum Ether Extract of Euphorbia pekinensis and E. pekinensis
Stir-baked with Vinegar
GE Xiu-yun, SUN Li-li,ZHANG Le-lin(Shandong Provincial Academy of TCM, Jinan 250014, China)

ABSTRACT OBJECTIVE: To establish an HPLC fingerprint of petroleum ether extract of Euphorbia pekinensis and E. pekinensis
stir-baked with vinegar, and to compare the changes of the chemical composition in petroleum ether extracts of E. pekinensis and E. pe-
kinensis stir-baked with vinegar. METHODS : Using euphadienol as control, HPLC method was adopted. The determination was per-
formed on Benetnach Cs(250 mmx4.6 mm, 5 pm) column with mobile phase consisted of 0.3% phosphoric acid-acetonitrile (gradient
elution). The detection wavelength was set at 203 nm. RESULTS: From 10 batches of petroleum ether extracts of E. pekinensis and E.
pekinensis stir-baked with vinegar, there were 11 peaks, and 8 peaks were common respectively with similarity >0.90. CONCLU-
SIONS: The method of stir-baked with vinegar influences the chemical components of E. pekinensis. The method is stable, accurate
and reliable, and it obviously distinguishes internal quality of E. pekinensis and E. pekinensis stir-baked with vinegar, which provides
reference standard for the quality control of E. pekinensis decoction pieces.

KEY WORDS Euphorbia pekinensis; Euphorbia pekinensis stir-baked with vinegar; Fingerprint; HPLC; Euphadienol
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2.1 @ifsst
A3 H: . IR Benetnach Co(250 mmx4.6 mm, 5 pm) ; il
HH: 0.3% BERRVA IR (A)- N (B) BB B BRI (RT3 1) 5 3t
;1 ml/min; F5 30 C RIS : 203 nm™; AR : 10 pl.
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Tab 1 Gradient elution process

Bt ], min TIHIA, % IRIB, %
0 60 40
30 40 60
40 20 80
70 3 97
110 0 100
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U R AU 5 KR AR B R 45 10 g (4 40 B, BER
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Figl HPLC chromatogram of euphadienol control
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Tab 2 Relative peak areas of HPLC fingerprints of 10
batches of E. pekinensis decoction piece
s
2 3 4 5 6 1 8 9 10

%5 [REAIFIEL, min

1 6.20 382 382 384 31 3718 3 331 212 LOT 203
2 30.17 021 024 022 020 021 021 022 016 006 LI3
3 4111 03203 032 032 032 032 032 010 006 009
4 45.45 281 248 248 246 247 250 237 029 040 054
5 55.10 038 038 036 037 037 037 037 019 013 027
6 60.61 065 065 065 064 0064 064 064 015 002 014
7 66.59 038 038 038 038 038 039 037 008 008 012
8 7107 012012 012 012 012 0.12

9 83.94 009 011 009 010 011 0.09 0.03
10 95.54 020 020 020 020 020 020 021 006 005 008
11 9736 100 1.00 100 100 100 100. 100 100 100 1.00
12 98.50 207207 207 205 206 207 204 189 152 180
13 101.74 014 014 014 014 014 014 014 013 005 015
14 105.39 021 025 020 020 018 0.07 0.05
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Fig 2 HPLC fingerprints of 10 batches of E. pekinensis de-
coction piece

R. control chromatogram
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Tab 3 Similarity degree of E. pekinensis decoction pieces vs.
common model
Fiins .,
T ﬁ Ty Ty e

B 0.984 0990 0989 0.990 0990 0989 0991 0910 0932 0989 1.000
R4 10RBERKEIR A IESEE R AT IETER

Tab 4 Relative peak areas of HPLC fingerprints of 10

batches of E. pekinensis stir-baked with vinegar decoction

piece

B [ . #lﬁ]%

I L R N T T S R
I 62 215 248 194 200 LI5S 210 215 217 089 112
2 3018 004 003 004 004 004 004 008 006 008 008
3 D19 004 004 004 004 004 004 014 0.12
4 B77 010 010 007 010 010 010 035 009 008 041
5 551010 097 097 010 102 097 298 098 043 213
6 5508 020 020 020 020 021 020 032 018 014 029
7 %9005 009 01 01 01 0l 025 006 006 018
8 6669 010 01 009 011 01l 009 038 010 009 031
9 8156 002 003 002 003 003 003

10 9651 008 008 008 008 008 008 02 008 007 027
I 932 100 100 100 100 100 100 100 100 100 100
B 9846 190 188 189 190 188 189 193 187 186 19
13 0164 014 014 014 014 014 014 012 013 01l 01l
14 11341 006 0.1
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Fig 3 HPLC fingerprints of 10 batches of E. pekinensis
stir-baked with vinegar decoction piece

R. control chromatogram
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Tab 5 Similarity degree of E. pekinensis stir-baked with vin-
egar decoction piece vs. common model
H TR
2 3 4 s 6 1 % 9 0 dME
HIBUE 0981 0985 0995 0991 0987 0990 0920 0991 0930 0918 1.000
2.7 WARHMERABISL EEHIEERILR
X DR S RIIAR IO i ] s 470 TRTRREA T 1 83T, BEBRUR
S T A TET AR ) AR AR O, 45 R LR 6 R T
®6 WAERAETERZEEERRRANE

Tab 6 Main chromatographic peaks area of E. pekinensis

Jo

decoction piece

o AR

WRAIHIF i 73 4 5 6 1 8§ 9 1
620 1349 26537 26739 26827 27156 27114 23478 1885 2255 20497
3017 147 1681 195 1498 1488 1480 157 143 1385 11391
4111 206 2B 257 233 239 2133 200 95 1204 9%
4545 0105 17230 17257 1776 17790 17915 16813 2597 8546 5495
5510 2696 260 250 2656 267 268 266 174 271 2709
6061 4GS 459 4S04 4604 4617 4629 4555 1368 08 1408
66.59 IBS 2656 2680 2717 270 286 2606 T4 1793 117
1m0 R ) 81

.9 T 8 Tl 613 658
9554 146 1410 1418 1480 1473 1475 149 58 97T T84
9736 7157 6955 69 7201 7188 7187 7083 8907 21091 10100
9350 1483 14425 14406 14787 14786 14840 14420 16878 32089 18227
10174 9 954 97 1000 975 9% 1008 1169 97 1508
10539 1530 1753 1468 1457 1279 41 S

R7T BRERABRRATEBIZEERRRIE
Tab 7 Main chromatographic peaks area of E. pekinensis
stir-baked with vinegar

o WRRR

WL — Ty
62 0627 24868 18858 1989 10688 19863 18488 23207 11012 10356
3018 36 M0 %6 % 34 3 MBS 62 100 709
279 0% 36 %4 39 30 118 1068
B o W6 63 986 955 93 3014 1012 1004 3809
4551 9497 974 9454 9T6 953 9205 25610 10499 5359 19655
55,08 1960 2067 2008 2064 1965 1922 2719 1938 1779 2684
5892 40 07 104 1067 1038 1002 2188 68 687 1674
66.69 983 1081 840 1074 1035 88 3264 1106 1086 2862
81,56 A6 W8 2T W 26 2%

931 /O M0 M W 4 1986 87 897 254
9732 9599 10016 9715 9843 9309 9452 608 10701 12413 9212
9846 18218 18799 18367 18600 17546 17866 16632 20051 23137 17492
101,64 1381357 130 13 1276 1317 1017 1404 1361 1055
11341 8 1003

6.2 7T LIE ), RO RS 5 Kk 7 6.22,30.182
45.508 .55.08 ,66.693.97.32.,98.46 F1101.64 min kb 8 P44
oy i fE 6.22.30.182 . 45.508 . 55.08 1 66.693 min &b 4,
Tl g 08 1 R T JS T A 100 B R AR R 5 R ) B 4 B
WA FRE. BAh, 16 97.32,98.46 F1101.64 min &b H {1 05 1%
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W OE BRI ERARRF R R R RRLA AR AT T R ik A SRR €k RS R ) 58 R
FEBEGFARETRDRT EREAT-ONBIHEBRT R EEZFHEE, FARMRERFH IR0 A FTREH AL LA E
¥, &4 Agilent ZORBAX SB-Cis(150 mmx4.6 mm, 5 pm) , % 3548 2 ¥ BE-0.1 % &% 82 K 2 i (B 26 L) , i7Li% % 1.0 ml/min,
ARIR A 30 °C, Mk KA 274 nm, 4R EH T EARE A-T-O R BEBAER I X3k 53869 R 2 - E 4 %) 48 50.00~300.00,0.21~
6.57.0.16~0.80 pg/ml5E B M 55 & A5 @mAnAm oA 2 RAFa9 & % 2 (7241 24 0.999 9.0.999 3.0.999 3) ; 34 An bt &Ik 5 551 A
99.16% .100.69% .99.18% ,RSD % #1 4 1.2% .2.4% 4.6% (n 3 H 9) . FH5H 58 XM R B BIF, T BAKE A-T-O H) Wik 3
5 m AR R A 4 043,064 ng, b H kF BWIR, G RAEH TE,TATFTEHAZLIF R P EXFALA X
Wy M,

KR SRR &gk 2R A R RAEG A XM A

Content Determination of Baicalin and Its Related Substances in Baicalin for Injection by HPLC
SHEN Meng, DUAN Tian-xuan, LIN Hong-ying, SUN Yi-kun, YU Ji-ping (Beijing University of TCM, Beijing
100102, China)

ABSTRACT OBJECTIVE: To establish a method for the content determination of baicalin and related substances in Baicalin for
injection. METHODS: The contents of baicalin and related substance, such as oroxylin A 7-O-glucuronide, wogonoside, were de-
termined by HPLC. The contents of the total impurities were computed by main constituent self-control method without calibration
factor. The separation was performed on Agilent ZORBAX SB-C;s(150 mmx4.6 mm,5 um) column with mobile phase consisted of
methanol-0.1 % phosphoric acid solution (gradient elution) at the flow rate of 1.0 ml/min. The column temperature was 30 °C and
the detection wavelength was set at 274 nm. RESULTS: The linear ranges of baicalin, oroxylin A 7-O-glucuronide and wogonoside
were 50.00-300.00 pg/ml(7=0.999 9),0.21-6.57 ug/ml(»=0.999 3) and 0.16-0.80 pg/ml(»=0.999 3). Average recovery rates were
99.16% (RSD=1.2% ,n=9),100.69% (RSD=2.4% ,n=9) and 99.18% (RSD=4.6% ,n=9). Baicalin was separated from related
substance well. The detection limits of oroxylin A 7-O-glucureonide and wogonside were 0.43,0.64 ng. CONCLUSIONS: The meth-
od is specific,accurate and reliable, and it can be used for the content determination of baicalin and related substance in baicalin for
injection.

KEY WORDS HPLC; Baicalin for injection; Related substance; Content determination
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