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2.9 MFERIBCRIRE: W 20 /3 BIRS EARELE J0
0 0.813 mg-g! IUFER 0.2 g, Z3BIRTRINAKERR
X IR S A W (7.51 mgemL )20 mL, HJ 0.1502 mg, #%
“2.37 TN AT, W AR, AT
Ml s, 25 S IR R 994 %, RSD=2.52 %
(n=6)

F2 REEMFEEKRIREER(n=6)

Table 2 Results of recovery test for gastrodin

W RS XA WESE R CEIE RSD

T /mg A /mg /mg 1% 1% 1%
1 0.1719 0.1502 0.3241 101.3
2 0.1611 0.1502 0.3107 99.60
3 0.1663 0.1502 0.3097 95.47
99.4 2.52
4 0.1620 0.1502 0.3156 102.3
5 0.1759 0.1502 0.3225 97.60
6 0.1633 0.1502 0.3138 100.2

2.10 FESRIIE  DLER 3. FAULE A I D7 VA
E 3 RS T RIRER A S
®3 HmAENEER

Table 3 Content determination results of samples

TS5 Eiin=2 KIFRZ /mg
1 131001 0.174
2 131002 0.171
3 131003 0.165
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¥4 250nm, R KB EERALBELESAE 19.34 ~ 161.20 pg-mL(r=0.9999)F= 12.16 ~ 101.30 pg-mL
(r=0.9999) FLE A ERIFEME, FHEKES A 97.27 %(RSD=1.91 %) #= 100.00 %(RSD=1.87 %), it
THERAERE, TAME, THEAZEPRAEE LA LBELGEINE S %, AEEH G Ee4n
KA HF; Ket#E L, AAREL; &30

FESES: R284.1 MERFRERS: A XEHS: 1003-9783(2014)03-0345-04

doi: 10.3969/).issn.1003-9783.2014.03.027

Experiment Research on Optimization of Determination Method for Rubimaillin and Purpurin in Radix
Rubiae

LIN Wenhua', ZHU Ximei', YAN Ping', ZHAN Ruoting', PAN Huafeng?, LIU Cuiting', ZHANG Jie' (1. Research
Center of Chinese Herbal Resource and Engineering, Ministry of Education Key Laboratory of Lingnan Chinese Medicinal
Resource, Guangzhou University of Chinese Medicine, Guangzhou 510006 Guangdong, China; 2. Guangzhou
University of Chinese Medicine, Guangzhou 510006 Guangdong, China)

Abstract: Objective To optimize the HPLC method for determining the content of rubimaillin and purpurin in Radix
Rubiae. Methods LUBEX Ecosil C 5 column(4.6 mm x 250 mm, 5 wm) was used with methanol— acetonitrile—0.05 %
phosphoric acid solution as the mobile phase, the flow rate was 1.0 mL-min™ and the PDA detective wavelength was
set at 250 nm. Results The rubimaillin had a good linearity between 19.34~161.20 pg-+ mL™(r=0.9999) , the
purpurin showed a good linearity within the range of 12.16 ~101.30 pwg* mL™ (r=0.9999), and the recovery rates of
rubimaillin and purpurin were 97.27 % (RSD=1.91% ) and 100.00 %(RSD=1.87 %) , respectively. Conclusion The
method is simple, reproducible and stable, which can be used as the content determination method of rubimaillin and
purpurin in Radix Rubiae.

Keywords: Radix Rubiae; Rubimaillin; Purpurin; Content determination
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1.1 &% HPLC- S0 AH (35 (e2695 PUIGIHE H
RS 2998 A SR . Empower 1k
2ETAER) , FEE Waters A1l 5 Milli-Q B4k R4,
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FEMF 5T 032 58 N 1E 5 96 FE (Rubia cordifolia 1.); KM
PEEL RN IR (L5 110884-200203) . FRHELpEHI &K
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2 FiEEER

2.1 i %0 @i%F K LUBEX Ecosil Cjy (4.6 mm
x 250 mm, 5 pm); JRBIAHAHEE - LIE -0.05 %
iRk (25 : 50 : 25, V/VIV) ;5 A 1.0 mLe min™, Kl
WA A 250 nm; FEEEEA 10 pl,

2.2 MBI RRS  FRIBOCH PE R X IR 2 8 mg,
FEBFRE, B 10 mL &8RS, I R R EZIE,
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FEAT, HIASHEE N 0.806 mge mL™ FY P B K %4
Mo HFREURIEIG R ENT ML 10 mg, KHERE,
B 20 mL i, W EBAMEZIRE, A,
HHEBE R 0.5065 mg« mL™ (1) 55 KL 96 B R A 55 W
THORG %5 W L AR At 28 WA o, Y ol B oK et
PEALZE 0.0967 mg-mL", BEPEFE 0.0405 mg-mL
IR B AT AT

23 fELM AT Y BRI RY 05 g, HEEK
E, BHIEHIVH T, IMAHE 25 %EhR4 1)
TREVW 100 mL, AN 30 min, ¥, FHE
=25 %R (4 + VDIRGANE R TR, 8, A
WIS IE W 20 mL, HIA 4 mL =2, W5,
o2 25 mL A, I EEEZIE, $B5, g,
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B1 MR&MEL&RER HPLC EiE
Figure 1 High pressure liquid chromatograms of the reference and

sample
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225.79 pg-mL™! FRMPERLZER | 16.21 pg-mL™ HFZ
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TEABA TS, i 2.1 I T (33 4 28I 2 04 1 FR
FELAEHIRLCY ) R GAAAR, WE (X ) M BG4 bR, ZaifilAn
HEMZIT AT L AT, 3R R )y
A Y=36279X-7037.8(r= 0.9999); ¥kt 1 2 i [n]
A58 K Y=77310X- 223822(r=0.9999), FH]KM-34
HELE 1934~ 16120 wg-mL", FEPEEHEL 1216 ~
101.30 we-ml™ 7 Bl P A2 R AF4e: .

26 WAL HCFE —HEPE R O (HiE 5
20130303-1) 6 i3, F#& 2.3 T~ B F A7l 45, I
R PR R &7 1.07 %,RSD=1.71 %, ¥
PEELZE K 0.64 %, RSD=1.82 %, FWi%IrikE N
[EY/5aN

2.7 RS IEIRS  AEE R 2.3 T M [ — O
W 10 pL, 4% 2.1 UK (O S E RS 6
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2.9 MFERIBCRILSE B AR B S R A PE (LS
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2.68 mg, FRIEEHRA 159 mg), KHEKE, BAE
FEAETE R, 43 BIRE 25 I A K i 9 2 X R 24
2.68 mg, FAELPERZEL 1.57 mg, 1% 2.3 Wi KT
Tl g, #% 2.0 BNk e, TR mioR, 45
R R, F 2, FHEYCRS NN 97.27 %
(RSD=1.9 %) £ 100.00 % (RSD=1.87 % )3 W% )7k
HER R AT

2,10 FEM & RME  F I8 2.1 TR O ik A R
VW, 10 ERESNEATINE , SRR AR
IV 24 ) 7 v 5 (R 25 SR A T L, S SRR AL
PR TR NRILRE 25 ) ik, L3 3.
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F1 HERKMHHFERINEEYE LR (n=6)
Table 1  Recovery of rubimaillin from Rubia cordifolia L.

P9 FREEE e HERTE mg WREMAR mg LWE mg FE% T3 RSD%

1 0.2503 2.6846 26763 5.2637 96.37
202507 2.6888 26763 5.2723 96.53
302507 2.6888 26763 5.2448 9551
9727 191
4 02503 2.6846 26763 5.2512 95.90
5 02503 2.6846 26763 5.3303 98.86
6 0.2500 2.6813 26763 5.3692 100.43

*2 BEREEFRTRMEBRNEL R (n=6)
Table 2 Recovery of purpurin from Rubia cordifolia L.
5 Rk e HESE mg RAMAR mg S mg BYCR% Y RSD%

1 0.2503 1.5907 1.5650 32060 103.21
202507 1.5933 1.5650 3.1809 101.45
302507 1.5933 1.5650 3.1381
100.00 1.87
4 02503 1.5907 1.5650 3.1400 98.99
5 02503 1.5907 1.5650 3.1468 99.43
6 0.2500 1.5888 1.5650 3.1256 98.20

®3 HEREWNEER
Table 3
batches of Rubia cordifolia L.

Content of rubimaillin and purpurin from different

RMFEREERE  BEEEE K%

A gk A% gk Ak ik
1 120816 BeFE 061 050 067 020 128 070
2120903 TR 078 061 086 026 164 087
3120627 BEPE 075 055 086 026 161 081
4 13011702 Bk 060 052 068 023 128 075
5 13041496 Z~® 057 050 073 025 130 075
6
7
8
9

G5 e g

20130303-1 4k 107 063 064 039 171 1.02
20130502 BEPY 133 069 071 038 204 107
20130220-1 IR 103 061 086 047 189  1.08
201303032 FEH 161 117 073 036 234 153
10 201302202 W 119 087 085 029 204 116

3 g

AW 5T A S e TR P R R A
ZERIBOT T, R EE —25 % HCl B3R 7,
il THAELTR, Wb THER 2 LR g R
(R 3), ARSI L FEBCE & F Oh e AR
25 M) i

RIBUAR B TR, LB, K. BRIEERK
PRPCR L BT = R BUT 3 R Btk i AR
MPE R R, REE R R, BRI R R R
B oy, — MR I BRI AT A 4 S AR o ) 2 A
A P 20 300 3o ) R R R R B L T L b
PEEEAEAE, M SR U R A, B

TSE R IR Ak A 2 40 B Je AT AR I, ok FH R
PRV FE R RBUA R, BRIEEFIELET 14 %, 10
%. 6 %. 2 %R H A S P EE -25%HC1(4 2 1),
ZER TR, RuFPEFERGHRBCRIKICN 0.92 %, 0.93
%. 092 %. 093 %. 0.93 %, FHHIEHE IR
WK 0.54 % . 052 %, 0.48 %. 0.41 %. 0.56 %,
L PEE -25 % HCI(4 : 1) BUCR AR

Fb A T R R AR B B AR OR R ER B v, 4
SEWFD 5 R R 96 R R R 22 RS, Hn
PRI PG R R AR BOREL &, BRI ek AT
W, Foh, HREARIHE, SRBORELL T
Bt B, S55LL 100 mL EFDIMAE A 30 min SR
Befd, RS ROHRBCRE AR, BT,

o 5 R A Irag RSz 19 pH SR R, [H
W, AFRBREFIR RN O, ST, KT
TMA = B=CMARR 2, 3, 4 mL K,
VW pH 43508 0.03, 0.26, 2.63, IIF5 AP B %
$0.95 %. 095 %, 0.97 %, FRILFEHZE K 0.56 %.
0.57 %. 0.57 %, BIFEZEE N, AS[FE pH EEET
BRI EZES AR, REIMA = O, SAH M %
WA IEIR NG, AR AR IRLL AR, =%
IMAEL R 4.5 ~5 mL, W45 pH>7, [RA AR A
BRILEH RSB, N 037 %, MALKRLGAE%
JEAATER: pH JER ARG ISR, B TIA =
N4 mL,

i bk, A T Rh R R | FRILTE
RGN E T, BERR, EEML, hEH
il 5 G I AR S
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