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# OE ORI BRBDENE X A TFRAFAFR RS SN E. 7k R ASRERME#E L, G4 A XBridge Cis,
AENAR A THE-0.1% F 82 (B S ) L i7ig 2 1.0 ml/min, 40 5% K 4 254 nm, A3 % 30 C,#HZ A 10l R FHLNF . L8
TR e R A R T E R R Z T B A 4 0.037~0.598,0.006~0.101,0.189~3.023 .0.314~5.027 mg(r 3 =0.999
0); 45 H B T A M A KIE RSD<3.80% ; Anif &L 5 4 %] 2 98.46 % ~104.83% (RSD=2.43) .95.55% ~104.57% (RSD=
3.63).100.09% ~104.39% (RSD=1.45) .98.84% ~104.97% (RSD=2.02) ,n3) 4 6., 3+ BILIY x5 F— 3 BFaill & ik Prif 45
EFRGTFEL(P>0.05), %k ZH EBIEME T LMBE,TH TR0 FHRA P AF RS EZHNE,

KEER &l T AT AR B ik S R AE €k

Content Determination of 4 Ingredients in Ligustrum lucidum Decoration Piece by Reference Extract Method
TAO Yi,ZHANG Chang, LI Wei-dong, LU Tu-lin, CAI Bao-chang(Key Laboratory Traditional Chinese Medicine
Processing, Nanjing University of Traditional Chinese Medicine, Nanjing 210046, China)

ABSTRACT OBJECTIVE: To establish a method for the contents determination of 4 ingredients in Ligustrum lucidum decoration
piece by reference extract method. METHODS : HPLC was performed on the column of XBridge Cis with mobile phase of acetoni-
trile-0.1% formic acid (gradient elution) at flow rate of 1.0 ml/min, detection wavelength was 254 nm, column temperature was
30 °C and volume injection was 10 pl. RESULTS: The linear range was 0.037-0.598 mg for neonuezhenide, 0.006-0.101 mg for ac-
teoside, 0.189-3.023 mg for nuezhenide and 0.314-5.027 mg for specnuezhenide (#=0.999 0) ; RSDs of precision, reproducibility
and stability tests were no more than 3.8% ;recoveries were 98.46%-104.83% (RSD=2.43,n=6), 95.55%-104.57% (RSD=3.63,
n=6), 100.09%-104.39% (RSD=1.45,n=6) and 98.84%-104.97% (RSD=2.02,n=6). CONCLUSIONS: The method is simple,
good reproducibility, and can be used for the contents determination of 4 ingredients in L. lucidum decoration piece.
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Xif BE R EU 2 — S A A B o3 o BE L 3  E
P B AT [ 5, 08 T B a0 AR E RN 2H 43 B A {EL P
PR RE R Y 3RAS A I A o BLAR 2010 SRR P [ 24 i) vp
EL 242t T X HRSR U AR 2, IR ISR T 16 X HRZ Y,
B AR FRLYE W RIS A o AR X IR IR £ b 25 7
0 55 R ) R RS L I A AR B, An B SR U
PR T B AR T BE R O vE A R i R A i 2 B B T AT
o B EYR FR BE AMRZRIE T Lol TR R
SR 0 &5 2o R SE R 2% BT AR o T 41
SR ML T F G EL T Mo,

LU ONRIE A & TR 2, SR BREME Y VT Ligus-
trum lucidum Ait. /)T B SE, 57 T Rg U1 VA
WL, ANIREA Bk A il T 2 ot 7 BRI, Hfhm
T 0T A B & K N R 12 e TR R I
i E

1 #7#
1.1 s

1100 AL 2 250 E 3, A 45 22 5h-1] TG — G RS A
% (£ Agilent 28 7] ) ; BT25S B Bt K- (1 [ Sartorius 2%
) 3 As3120 RUHFS P VL CRHRAFPE RN A PR A F])
1.2 &F

2 YT BRER Y S A TRAZH B ], 285 BEGE R  TT
O L DT BRI VR L T L DT Y BT 4L
231K 5.98% 1.01% .50.27% .30.23% , &1+ 87.49% ; LI M
el K4 s sl K EEK
1.3 ZhHt

122 T F ok AR M (L2 1), g st R 25K
2 2 ] R SR B A B IR S L .

F1 L2#L T FRAFRR

Tab 1 Source of L. lucidum decoration piece

No. il 4 ik
1 LT % 140106
2 i TREEEM 140401
3 T T35 Rl 140102
4 i gies LRIER 140306
5 s PN RIL 131223
6 T LK% 140728
7 HhiT ullyreas 141019
8 LT T EE 140312
9 Lif T At 130501

10 LT el 141001

11 LT P iT 141206

12 LT LN 141002

2 HiES5%R
2.1 BifEGS5RSERMERE

34T - Xbridge Cis(250 mm x4.6 mm, 5 um) ; WshAf: &
i (A)-0.1% & (B) , B & YA (0~10 min, 10% A; 10~15
min, 20%A; 15~30 min, 20% A ; 30 min, 45% A ) ; Ji# : 1.0 ml/
min; KK - 254 nm; AR 30 °C5 HERERE 10 pl, 7 FiR G
R BB REEY AT 4 000, 43 B R T 1.5, 4 M
Lo B R TR 1
22 BERHFE
2.2.1 XPHERBUIE B ol T RER U2 10 mg, KE 2
FRAE , 7K 1 ml, 87 (33,500 W, 4% : 40 kHz, F[a] ) Zb 3§
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Fig1 HPLC chromatograms

A.reference extract; B.test sample; C.negative control; 1.neonuezhenide;
2.acteoside; 3.nuezhenide ; 4.specnuezhenide
15 min, 35, RIS Tk 2 9.65 g/L A2 0% BREZ IR
WIgsR, FoHoB Ze vt RS AENRAT A T R T T
B4R 598,101 .3 023 .5 027 mg/L.
222 MATIAER B i TR 5 g, K& FRAE , insk 150
ml, [P EER 2 h, Y, O 28 % L A0 R PRI
TR 10 mg, 7K 1 ml AR 8 A5 AL EE 10 min, LL2PEAE
}95.94 cm, 14 000 r/min 50> 15 min, B3, BIFS.
223 PBAVEXTREAEW  LIAKAE N BAPEXT BRI
23 ZKUXRER

KGRI 017X BRI 10 mg, J7K 1 ml, #8575 4 3
15 min, ¥4, LL2EAE 8 5.94 cm., 14 000 r/min 250> 15 min, B
VEW A BIRE R 2 4.8 164, il B R A X RE R BU A . K
BRI AR R A BRI R4S 10 wl, 322,17 T T (i 4%
PRI , e SR A . DASERE I (x, ng/ml) A AL A 04 T
L) A A BRIEAT 2 B 458 Lo ol B e . &
VU SRR oA B W R4 31k y=1 265.1x — 10.146 (=
0.999 6) . y=10 389x — 17.708 (r=0.999 8) . y=953.99x —
0.541 7(r=0.999 7) ,y=>5 046.8x+843.43 (r=0.999 0) ,n ¥ N
6. FHRMH ity BT 2 v R v R
SR RE o 2R 1 Y FRL 43 9 2R 0.037~0.598,0.006~0.101 ,0.189~
3.023.0.314~5.027 mg.
24 RBEERE

P2.2.17 350 6 BRI A S i, #2170 R A
PRESEIEREIN A 6 UK, 0 RGN . 2558, B o vi i B TENE
Lo v R L U I TR R A RSD 40 51 1.68% L 1.36%
0.96% .1.21% (n="6) , F& BT 5 AT
25 RBEMLK

Be2.2.2" T F R 5 7 i (No. 1) 2, 23 3 F e 0.2,
4.8.12.24 h P HERENN 2  JE SR IG T AN . 25508 B vl LB
A6 BE I L 2o DAY R 2o 0T 0 TR AR A9 RSD 43 1R 1.20%
1.36% .0.97% \1.47% (n="6) , F WI{ILia0 5l VTR 7E 24 h N EAR
2.6 ESMHRE

K SRR —HERE 5L (No 1) 3 i, #%42.2.27 R 5 il
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F R AT, 2 6 0y, FEAR 2.1 IR (% S HERET 2 L i0
SEIETE RN, 2550, B vi it CEAIENET Lo vl T R vl
TFRAI RSD 23518 1.00% .0.69% .0.64% .3.80% (n=6) , 7]

2.7 EERERIRE

kb (No. 13 B, 38 6 473, 7051 in— € R BE SR IUY)

$42.2.27 BT J7 7 4 (il i I T, TR 2.1 I (o A5

AJTEEL R DEREIAE , A RE S B TR MR g5 R LR 2.
Fz2 MERKEIREER
Tab 2 Results of recovery tests
TR fhikEa, mg P i mg HRERIIAR mg  JEMREIAR mg s mg TRERIER % IEEEICERTRE % RSD,%
o 978 0.041 85 0.60 0.036 0.079 59 10483 9997 243
1048 004478 061 0.036 008033 9875
1072 0.044 86 0.60 0.036 0.080 66 99.44
10.13 0.04238 0.62 0.037 0.078 81 98.46
10.60 004417 061 0.036 0079 69 9867
1037 004335 063 0038 008122 99.66
Yz 978 0.007 781 0.60 0.006 0.013 800 100,33 9937 363
1048 0.007 825 061 0.006 0.013 620 96.57
1072 0.007 894 0.60 0.006 0013 630 95.55
10.13 0007797 062 0.006 0013 940 10238
10.60 0.007 850 061 0.006 0.013 660 96.83
1037 0.007 816 0.63 0.006 0.014.090 10457
ettt 9.78 02190 0.60 0302 05248 101.26 101.86 145
1048 02461 061 0307 05574 10140
1072 02564 0.60 0302 05657 102.42
10.13 02334 0.62 0312 05591 10439
10.60 02511 061 0307 0563 1 101.63
1037 02426 063 0317 05599 100.09
it 9.78 0.1962 0.60 0.181 03781 100.50 101.60 202
1048 02107 061 0.184 03977 101.63
1072 02156 0.60 0.181 04056 10497
10.13 0203 4 062 0.187 03943 102.09
10.60 02136 061 0.184 04005 10158
1037 02087 0.63 0.190 03965 98.84

28 HRMEENE

B2 HHRE bl 250 4, 20 4 2.2.27 T 5 i il 2 it
A IR, AR 2.1 IR I AR R RE A DU E , TH AR i

ZERILE S,

#3 HRAEEMNELR (n=3,mg/L)
Tab 3 Results of contents determination of samples(n=3,mg/

L)

No Flo EEIRT B oG
| 125 0.05 0.14 291
2 0.70 0.08 042 1.19
3 0.65 0.07 0.55 139
4 0.68 0.07 1.17 310
3 0.68 0.14 421 2.80
6 041 0.08 246 1.72
1 0.60 0.11 386 241
8 0.85 0.09 0.24 503
9 042 0.08 223 201

10 0.63 0.11 2.00 140

11 0.50 0.13 6.42 1.86

12 0.79 0.06 296 1.64

3 itig

SEH PN L 0T YR R A O R B 2 TR B S AE
B 08 T ity AR D A/ EL R NAR 7, SR T 2 T B B
AR RS IR AN B AR A A T [ i g £ 1 i A 2 R
MBEFELE R AL 7 X B SR DA I - 3o BRI i T

TEIEE 2015 FHE 26 BHE M

TRAARIE S, 73 ) LU0 5 24 B 2B i EE 0T 5 AR B
WA EIR G PR E VRS LASR R, b 1 B — X Rt i i
i MR, 8 T EE ) 5, RERE 1T Z0E T AR

ABEFEEE RAEWTZ 7 AR o (B AP, Al T 22 it

TR AR ERINE o IFAE—E R E Ui IR B
YO8 v 24 6 5 A A R R 7 DL 2 R
PR AR F B RIREE T, 0 BRSO 1A S & e s 1]

S 30k
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Z2IGIR ] E 42, KK B HPLC 1 [W] H E & 7 T8 &
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