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ABSTRACT: OBJECTIVE To establish a method for simultaneous determination of naringin, hesperidin and neohesperid in
Citrus changshan-huyou fruit in different growth periods by HPLC, to study the dynamic changes of three contents, and then to
determine the best harvest period of Citrus changshan-huyou as the medicinal resource. METHODS The analysis was
performed on an Agilent ZORBAX SB-C;g column (4.6 mmx=250 mm, 5 um) with acetonitrile-0.2% aqueous phosphoric acid
(15 : 85) as the mobile phase at the flow rate of 1.0 mL-min"'. The detection wavelength was set at 284 nm. And column
temperature was 40 ‘C. The analysts were quantified by external standard method using peak areas. RESULTS The linear
ranges were 28.45-284.50 ng(»=0.999 8) for naringin, 18.09-180.93 ng(r=0.999 8) for hesperidin, and 85.86—858.55 ng(r=
0.999 6) for neohesperidin. The average recoveries were 98.83%(RSD=2.12%) for naringin, 99.05%(RSD=2.30%) for hesperidin
and 98.83%(RSD=1.85%) for neohesperidin. The contents of naringin, hesperidin and neohesperidin in Citrus changshan-huyou
fruit in different growth periods were determined simultaneously. As a result, the content ranges were 12.65-109.66 mg-g~' for
naringin, 0.45-17.50 mg-g™' for hesperidin, and 8.06-218.90 mg-g™' for neohesperidin, respectively. Naringin had the highest
content in June, the highest in May for hesperidin and neohesperidin. The contents of naringin and neohesperidin in Citrus
changshan-huyou harvested during May to July met the requirements of Chinese pharmacopoeia. CONCLUSION The
described HPLC method is simple, accurate and reliable, and is suitable for the determination of naringin, hesperidin and
neohesperidin. The results provide reference for determining the best harvest period of Citrus changshan-huyou as the medicinal

resource.

KEY WORDS: fruit of Citrus changshan-huyou; naringin; hesperidin; neohesperidin; dynamic change
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85); KM 284 nm; YiiE: 1.0 mL-min”",
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A—sample solution;

HPLC chromatograms

B-neohesperidin; C-hesperidin; D-naringin;

E—mixed standard solution.
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F 1 AR ERE I E 2 R (n=6)
Tab.1 Results of recovery tests (#=6)

& 4 SHE O OMAR WER/ [, CFAE RSD/
mg mg mg % WE% %
20429 22701 42692  98.07
21995 22701 43910  96.53
22816 22701 45097 9815
Al A 98.83  2.12
23405 22701 4.6044  99.73
21402 22701 43836  98.82
20532 22701 43160  99.68
0.1161 0.1292 02445  99.39
0.1218 0.1292 02469  96.80
00275 01292 02544 9828
P K AT 99.05  2.30
0.1360 0.1292 0.2657  100.41
0.1183 0.1292 02486  100.86
0.1167 0.1292 02436  98.20
16183 17968 33755  97.80
17331 1.7968 3.4607  96.15

17975 1.7968 3.5579  97.97
B BT 98.83  1.85

1.8187 1.7968 3.5491 96.30
1.6933 1.796 8 3.4533 97.95
1.6214 1.796 8 3.4033 99.17

F2 OB K L B B % R (n=6)
Tab. 2 The contents of composition in Citrus changshan-
huyou Fruit harvested in different growth periods(n=6)

- il R s Rt W ey
#/% RSD/% 4 /% RSD/% & &/% RSD/% %0

20130526 5200 0.7 1750 0.1 21.890 0.3  28.840

20130623 10966 0.2 0548 02 8311 02  19.825

20130721 5.208 0.5 0.291 0.7 4.259 1.1 9.758
20130831 2.571 1.6 0.127 1.2 1.972 1.9 4.670
20131013 1.265 1.6 0.045 2.0 0.806 1.6 2.116

K3 PHENMRILTFERSEZABENNELER

Tab.3 The cumulative contents in average fruit

PR R BT ORMRE =R AR

e g x107%g  x107%g  x107%g  x107g
20130526 0.4 2.08 0.70 8.76 11.54
20130623 4.8 52.64 2.63 39.89 95.16
20130721 14.0 7291 4.07 59.63 136.61
20130831 27.0 64.28 3.43 53.24 126.09
20131013 572 74.89 2.57 46.10 121.04
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WE. B ZI1Z0RMEEENE ErH27 P mussaendoside G 4%, A3EF €44 Techmate Cig(4.6 mmx

250 mm, 5 um), ABHAA: TH-KEG8 D 62), kK. 265nm, Aik: 1.0 mL-min™', 4558 mussaendoside G & 0.06~

0.60 mg'mL™'(=0.999 9) N &M% & B4F, P EH 99.34%, RSD 4 2.32%, R F &3 EvH4 7 F mussaendoside G
SEMERK, HiR WFEFME. Pk, M, THATETERAMGREIHEAH,

%iﬁlﬂ- mussaendoside G; Ert&it; 42N E; HURAEE X

hESZ%ES: R284.1; R917.101 MEkFRRRS: B XEHRS: 1007-7693(2014)12-1478-03

DOI: 10.13748/j.cnki.issn1007-7693.2014.12.013

Determination of Mussaendoside G in Mussaenda Pubescens in Different Areas of Guangxi Province by
HPLC

LI JIAl’z, ZHANG Yingl’z, JIANG Pingchuanl’z, ZHANG Yunyunl’z(].Guangxi Key Laboratory of the Quality
Standard of Traditional Chinese Medicine, Nanning 530022, China; 2.Department of Chemistry, Guangxi Institute of Chinese
Medicine & Pharmaceutical Science, Nanning 530022, China)

ABSTRACT: OBJECTIVE To establish an HPLC method for the simultaneous determination of mussaendoside G in
Mussaenda pubescens in different areas of Guangxi province. METHODS Mussaendoside G was separated on Techmate C g
(4.6 mmx=250 mm, 5 um) column and detected at 265 nm. The mobile phase was acetonitrile-water(38 . 62). The flow rate was
1.0 mL'min”". RESULTS Mussaendoside G was linear within the range of 0.06—0.60 mg'mL™'(+=0.999 9). The average
recovery was 99.34%(RSD=2.32%). The contents of mussaendoside G in different areas were different. CONCLUSION The
method is simple, rapid, and it can be used for the quality control of Mussaenda pubescens.

KEY WORDS: mussaendoside G; Mussaenda pubescens; content determination; HPLC
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