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Preparation of Rotundic Acid Monomer and Content Determination of 3 Components in Ilicis rotundae
and Its Refined Products by RP-HPLC

WANG Yuan', GAO Bing', CHEN Hua’, ZHANG Lei' (1.School of Bioscience and Bioengineering, South China
University of Technology, Guangzhou 510006, China; 2.Guangdong Institute for Drug Control, Guangzhou
510180, China)

ABSTRACT OBIJECTIVE: To prepare high-purity rotundic acid, and to determine the contents of syringoside, peduncloside and
rotundic acid in llicis rotundae and its refined products. METHODS: I rotundae saponins was prepared by ethanol extraction
method and hydrolyzed with methanol and sodium hydroxide; rotundic acid monomer was obtained after recrystallization. The
contents of syringoside, peduncloside and rotundic acid in I rotundae, its refined product 1 and its refined product 2 were
determined by RP-HPLC. The determination was performed on an Agilent XDB C;s column with mobile phase consisted of
water-acetonitrile (gradient clution) at the flow rate of 1.2 mL/min. The column temperature was 30 °C, and the detection
wavelength was set at 210 nm. The sample size was 10 pL. RESULTS: The purity of rotundic acid exceeded 99% . The linear
ranges of syringing, peduncloside and rotundic acid were 0.18-3.22, 0.59-10.36 and 0.20-3.53 ug, respectively (+=0.999 9). RSDs
of precision, stability (24 h) and reproducibility tests were all lower than 2.0% (n=6-7). The average recoveries were
96.08%-100.81% (RSD<1.98% ,n=6). The contents of syringoside, peduncloside and rotundic acid in /. rotundae were 1.61% ,
7.26% , 1.29% (RSD<1.08% , n=3) ; those of refined product 1 were 0, 82.59% , 4.18% (RSD<1.67% , n=3) ; those of
refined product 2 were 0, 73.29%, 7.41% (RSD<1.15% ,n=3), respectively. CONCLUSIONS: Prepared rotundic acid has high

purity and is simple in preparation, safe and environmentally-friendly. RP-HPLC method that established is simple and reliable, and

can meet the requirements for rapid analysis of 1. rotundae and its refined products.
KEYWORDS llicis rotundae; Syringoside; Peduncloside; Rotundic acid; Preparation; RP-HPLC
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F1 HeNAMEREBHAPETEE KELSH.
LR RENELER (n=3)

Tab 1 Content determination of syringin, pedunclo-
side and rotundic acid in I. rotundae and its re-
fined products(n=3)

ETHW, % KEEAH, % BB, %

MEM FHE RSD  WEME FHE RSD  JE(E FHfE RSD

Heih

Fol 162 161 086 724 726 031 129 129 1.08
1.61 7.29 1.29
1.59 727 1.31

Kl o 0 0 8222 8259 079 415 418 167
0 83.34 426
0 8221 413

Khh2 0 0 0 7312 7329 023 744 741 115
0 73.29 747
0 73.46 731

308 3 SR 7 8 B A ) S R I PR A S R X 42
BT R Rovh Ny PR X — BR 25 (fh 2 1.1 28872 ) L 32
BT s i A s . A e 2L 45 b A vh
for e F gk B o, (T 2 A5 S . RO b R i ok
PR TSR AP BRI . RO I R T FH B o i A
JER, BAER S B R b M AOK G 24 RO g
Dy AR N FRELA . 5y FBSEBEAS AT 1L 100 9% [RTICR)
FH ARG PR REER  BC7E ] 28 vk FH R s R 4RO

NG ARSI TR, SCER[L2] R A T I A TEHLIR
B 9 o AR SCHEE T B RP-HPLC 7 6 DK SCHk b 7
1.0 mL/min #2554 1.2 mL/min, BEGEAS B MBI TEAE A ,
R4 5 4y BT TR, Bir A 43 AT AE 30 min N 58 S R
ME .

SR G ) 125 3R A% 1 R oy A ] ot VA i Ak s
07 PR FA) SRk, A ok R s ok R A BT A2
TR RBRE T HFTT RS, T LIRSl i A 8 T B o &
TN 0, HARAH AT T AR N BR 1Y % 1 DR ) 128
MR (B T 2R E ARG . REBR Z LA
AT AR PR LS 1 5 PR i 2 S
R Bt R N R AE S 256 IR T O A
PRI T R R, HOA R AT T AR N K A ™4
PSRN o8 B o AV AT S = i e ==
2015 AF Mg Hh 25 30 ) (— 30 B b b 25 41 Hh 58 T 7y
H KA HFTFTEA DT 1.0% 4.5% , F AR E K
WA 7 PR ) T it o AN () iSRG 1 245 A v SR I R 1
HEZEN, B LATR 2 2504 il 70) b SRiedh o7 2 7 18 A Fe 1K
R 838 T R 5 A (] 7 b R i 1 25 4, HARK R 2544 5%
R 258508 R o ASIE ST EE ST A9 RP-HPLC 53 12 [
DZE 58T A iF KBTI RO R & =T, ik
SURRTEING V=X % SOS POz itk i BN Do e il

TEIEE 2013EFE205F 8

PRAL TR AR
AT 1 A LU A (] B S BBORG ) T 25 5 A 4

BT R R & A, N — iR 2R T

W & 82255 A0, vl otk N AN ISR

RO I R BAARTER YT o 0SB J T TG, R R

WAV R AR Y ) B 1 Al

S35 3k

[1] HERHME G b RAREFE D —3F[S]. 20154F
WAL : R 2581 i, 2015 312-313.

[2] #EHaSF, ey B BRSOV AN [ R IO X I e 52 il
HYS2IRHFIE ] ¥ 2544, 2006,29(2) - 172-174.

[3] Rk, BTk, Y 8, 5 255 2530l Hom itk 1.2
PERE[I]. + B 25 5 ,2007,18(12) :902-904.

[4] BXARECL B 25 M a4 B L A ik HFE L 201010607-
550.1[P]. 2011-06—01.

[5] LEE TH,JUANG SH, HSU FL, et al. Triterpene acids fr-
om the leaves of planchonella duclitan (Blanco) Bakhui-
zan [J]. J Chin Chem Soc,2005,52(6) :1275-1280.

[6] ML Rk m 8L a4 & B AT & 4 693 it A R A b
G E A [D]) KR R, 2013,

[7] V&b BACE BB RBANE TG E 20 ik
DL T R B 25 K%, 2009.

[81 GRENZF, XUALAK, 2 AR , 4 3 MLET A3 I8 790 ) o S A v mE
SEI. 7 B 25 5,2011,22(11):1012-1014.

[9] WL, AU, & BL3, 3 R Ak 2 o R 2 3G 1
R RE[)]. 2 A B 25,2015,28 (1):11-14.

[10] & fe . R 7 1) B TR R R [J]. 7 8 o & 25, 1996 (2)
147.

[11]  JBURIZL, SR, s A Tl o ki 7 245 14 11 T S T
[J].% 3£ 25 ,2013,44(5) :622-625.

[12] ZRERME, 5 I8, 5. HPLC Mk R & ol i 25 41
AFP RS ) Fr i [0]. P 254725 5 6 R 25 22,2015, 26(4)
558—-560.

[13] NAKATANI M, HATANAKA S,KOMURA H, et al. The
structure of rotungenoside, a new bitter triterpene gluco-
side from lIlex rotunda[J]. Bull Chem Soc Jpn, 1989, 62
(2):469-473.

[14] FZ2%, 5k I0hE, STHEUR , 4. HPLC 750 & b i 25 4
LT /SR 24 547 2 & ,2008,28(5) - 788~
789.

[15] FWEIE, okAE , B % 2%, & A4 AR R Mo AR [ o
ST 25 52,2016, 14(7) : 728-730.

(e H41:2017-04-05 &[0 H1:2017-11-30)
(e AR IRAR)

China Pharmacv 2018 Vol. 29 No. 2 - 329 -





