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Simultaneous Quantitative Analysis of Three Flavonoids in Pericarpium
Citri Reticulatae by Multi-components Assay by Single Marker
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[ Abstract ] Objective; To establish a method for determination of hesperidin, nobiletin and tangeretin in
Pericarpium Citri Reticulatae. And to verify the accuracy and feasibility of the method. Method: Using hesperidin
as standard substance, the relative correction factor of the other two flavonoids were determined by HPLC. Using
the external standard method and the relative correction factor calculated the content of the three flavonoids, then
comparing the results. Result: The results of external standard method and quantitative analysis of multi-
components by one marker ( QAMS) have no significant difference. Conclusion: Determination of hesperidin,
nobiletin and tangeretin by QAMS is a accurate and feasible method.

[ Key words | Pericarpium Citri Reticulatae; hesperidin; quantitative analysis of multi-components by

single-marker; nobiletin; tangeretin

I 2 B PR fE A B R A 0 45 Tk, A O I
PR P S Soa r e
N, R RS A LA
(RETA] KA AFEE 2T H (31102804) s m sy TEIR T HOAES2 ST 2 B O3 08 47 5 i 1 R 2K

FF UL (102C051) LB e SRV R (92 5N JII%EZ%\TtEZ?ﬁHJEZ
[SE—{EE] B i, b TR A R BT, RS FCHET 3 R LA FE MR R A R L
Tel: 13568997942 , E-mail :564004232@ qq. com H#i@ﬁ_ﬁﬁgﬁ E/‘J*IL %L,ﬂ:‘ ;Fu *ﬂﬁ{ﬁ‘@ [24] IEI% %EZE

i il 1 CFEE, Bh BB 5T BL, NS b 24 2% B 5T, Tel: N -
[Eif1EE] 8 if 5% B, 35 b 25 2% B 5T, Te EE"J@‘@E@%O
13880900787 , E-mail : 158227258 @ qq. com

. 45 -



220 5 111
2014 4 6 H

Hp [ 52 86 07 5 2 2% 56

Chinese Journal of Experimental Traditional Medical Formulae

BREC BT & W B 4%, a2 v, (b I 2 )
2010 4F R — &R B K DL & 5 38w 09 18 52 1 B — m o3
VE R K I3 B, XE LA B B2 22 1 43 . 22 T 3% 1Y) 4%
K, BAL DA — B3 45 0 BT, AN BB A 1 150 B R B2
NTERT R . R, 248 bR 09 & 1 DU e 0 75 00 o )
SEAEE, ERRPEBKC—MEIE 1T 2 E R
MO ARk g T i % AR R R T 25
I R — I 2
I Ty vk 2 A [ 245 310) 2010 4F fiR , BA F 2
BREX ., RICRH—M 207 %58 Bk & 245
i B BT 4 ), AR B VR A A bR, TS 1 R
O B SR T AR A E R F, AT TR A
JI R B RS fe R & i I SR MR vk A — )
Z VP B[ B E 22 bR B2 AR S R 3 R B A
B A A R AT IR, Fe & ST B 2 b 3 b T
YR < — W2V Tk
1

LC-20A #5240 AH 35 A ( H A B it ) , 1200
T RO (35 A (SE1E Agilent) ,BP211D AG Yy
TRV (EEZFEZ AW o BR80T M8
ST A 77 X K Aar 46 W of 25 4 1T 3%, W R TP B
2 R v 2 B O AR T B 2 KA b 2 B AR
s SN B HORR K  IE S Citrus reticulate
Blanco, 18 [ (fit5 110902) Il Bk ¢ R (5
120719) F% 2 2 (dit*5 120912) XF BE & 2 fy 4 )i
B Yk v ar A R BR A w4 AL, 3 R BE G 1
SEMEM,AE =98% ., L5 Nk, KN
afi K, AR R 2 0k 4 B 4l
2 HEEER
2.1 XPHRGVA MY A RSB PR IBOCRE B R B2
R RX A GE R, B 10 mL ST i R
fif , BIVA5 5T 5 v B 43 %124 0. 398,0. 101,0. 106 g-L~'
(TR A B A o
2.2 BRI HN A R B R 0.5 ¢, &
T HIEHEIE M R % 0 1 EE 40 mL, % 98, FROE i
=, R (TR 250 W, 55K 40 kHz)30 min, 0%,
PR o dit, FH PR SR 2 9K ) o, B AT DB B2
UEVR , R4S
2.3 o4 Diamonsil C, A% 4+ (4.6 mm x
250 mm,5 pum) GBI NG (A) 2% LTRK (B) B
BEVE R (0 ~ 25 min, 20% ~ 40% A;25 ~ 30 min,
40% ~50% A ;30 ~50 min,50% ~60% A) , i 1.0
mL-min ™" iR 25 °C K A 9% K 283 nm (5 2 4F)
326 nm (B2 IR 2 A R) o iz @5 &0
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AL TR B (283 nm) 5B R 5% B (326 nm) ;
C. i (283 nm) ;D. fi3A 4 (326 nm) 5
Lo fEECH 2. JIBRE 3. R
1 P& HPLC

2.4 VR OREE W 2.1 IR AR G X IR AL
W 2,4,8,12,16,20 wL, BEAE I3 AT, LLHEAE 5 0] i
T AR 3 BLHEAT 2 P ] U, 445 23 3% B 4% 1 43 76 A
RN, R SC R RAF, LR 1,

£1 BETIBEENEEENEEEE(n=3)
e AR P M e

W Y=1776867.37X -77 195.48 0.999 5 0.796 ~7.960
JIMREZZEY =4 176 138.72X +112 523.55 0.999 7 0.202 ~2.020
W E Y=4077247.00X +72 098.95 0.999 6 0.212 ~2.120
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pL, L IERE 6 U, 10 R 4 B HF IR B2 3R RS 2 R
fy e i AL, LU [T BLAY RSD 43514 0. 529% ,0. 67%
1.02% , R WIKG 5 B R

2.6 FEMAE R —HBRE A RZ 0.5 g,
WRE , 4% 2.2 BT 84, P47 1 4 6 0 il in ¥
W, TUAR A BT N B B2 3R A B3~ 2 & B 53
H 3.97% ,0.42% ,0.46% , RSD 4 %l N 1.21% ,
1.46% ,1.28% , % W] 8 & Pk BT,

2.7 FREEIRE R R — 6

10 L, 50 50F0,2,4,6,8,12,24 36 h i#EE, I & 4%
B N BRE 32 RS B 3 0 T AR, HL 0 i AR RSD 43
MR 1.21% ,1.36% ,2. 01% , 32 W itist 54 s W 7 36
h YRR E PR R AF .

2.8 ARG HCR]— St T A Y R R R
KO.5 g KEERRE, AT 6 0, 43 HAE 2% A
PR B2 RS Rz 2% B8 4% 202 300 il 4% L
W, e TR B AT Wk R R A B2 2206 i Tl fi
RoWE2,

K2 BEPEEFJIFEEMEREMEDKEELE

aY et/ g FE PSR /mg AR /mg M55/ mg Il e R/ % B R % RSD/%
P 0.501 19.932 8 19. 85 39.781 6 99.99 99.98 1.56
0. 499 19.853 2 19. 85 40.102 2 102. 01
0.503 20.012 4 19. 85 39.961 4 100. 50
0.501 19.932 8 19. 85 39.399 4 98. 07
0.502 19.972 6 19. 85 40.113 7 101. 47
0.501 19.932 8 19. 85 39.362 9 97. 88
NI R % 0.501 2.1839 2. 14 4.364 3 101. 89 100. 02 2.13
0.499 2.1751 2.14 4.387 2 103. 37
0.503 2.192 6 2. 14 4.265 1 96. 85
0.501 2.1839 2. 14 4.323 4 99.98
0.502 2.188 2 2.14 4.316 2 99. 44
0.501 2.1839 2. 14 4.293 3 98.57
5 e % 0.501 2.3397 2.26 4.549 8 97.79 99. 06 1.22
0. 499 2.3303 2.26 4.613 2 101. 01
0.503 2.3490 2.26 4.566 1 98. 10
0.501 2.3397 2.26 4.556 2 98. 08
0.502 2.344 3 2.26 4.583 0 99. 06
0.501 2.3397 2.26 4.607 1 100. 33

2.9 RIXTRIER FRTEE RS BRSO IR A
10 WL, ELEHERE 6 UK, LA 326 nm AR I 7 KT
B g 3 Fhosi o g W T AT R IR R RS

F e 1 B R B IE BT BE A R S =ff -
g 7

meA s

m A,

210 FEWALS G W 2 (LA

F—Ffoxt BECGA AR D PR 999 5, A B AT At X 1R 1Y
RV N Bu i Do W S S 2 a2 A A LA D R
PRI o 4t 5 S 2% B o ) (8 3 e R 0 SR A L
A BERTSE o H SCHRAE , ) A R B I ) 22 A
FHOTOR B ELHEAT I E 10, 25 2R DL 3R 40 R4S SR nT A,

WGl 52 157 J7 15 19 RSD < 3% , i3 B 3¢ 1 b 532 7 77 v 4
FE VA 0 T 1| R B2 22 ORG B 3R B i e iR o
2,11 MR IE N B A R % 5
2,10, 1 AS[RIVRAH 0 35 S R €0 33 A % A X A% I R
FISZIR A 2 W B 2.1 30 B TR A %k BRI R4S
10 L, ] AN [) 04 8 AH €8 3135 SR €8 3% 4, ¢ 2. 3 T
Y AR R BT T A X AR I R 45 R
5o G55 F AN R 0 IR AR €0 1% S0 3 A X A X
BAEH T & A B E R,
2.11. 2 N[EEE A XS AL IE TR R % TR
2.1 0T A TR A 0 IR S 45 10 pL, T F 5 i 4y
S 1,1, 1 mL«min ™" Ff 5 A XFAZ IE R, 25 50 0L 3¢
6o & WIS [R] 7 3 o AH A5G 1 PR 7 e AT S 25 52 )
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£33 JIBEEBEEEEREFNENKRERTF (n=3)

No. S e S
1 0.399 6 0.412 6
2 0.403 2 0.418 3
3 0.400 1 0.406 8
4 0.410 2 0.422'5
5 0.402 7 0.410 2
6 0.412 2 0.427 6
(8 0.404 6 0.416 4
RSD 1. 19% 1.74%

x4 NS EFURSBIEBENEML(n=3)

. R B {E PR B ] 2

0 1% A
Thiger gt Tzt Aigmzenr Al e

Diamonsil 3.1219 24.109 3.459 6 28.162
Phenomenex 3.212 1 24.986 3.518 8 28.941
Agilent 3.236 8 25.005 3.586 1 29.263
RSD 1.54% 1.69% 1.47% 1.61%
2.11.3  RREAEIR XA A IE R F RS A 5 R

B2, 1 U B IR A X B IR A 10 pL, 35 AR IR
539120 25,30 Cf AR XS AL IE I 5 25 2R L3R 7

P AN [R] A0 AT IR 0 AH A IE B A B
LA
2,12 i Z PR k5 SRR A I RE A5 R B ER
AR R A VAR 10 L, T A R RO 3 4
ORI T AR o 0 ) SR FH A AR i A — I 22 987 it

£S5 FAREEENEXNKEERFHHME(n=3)

R AL Foiwere 2t Szt e
Agilent Diamonsil 0.402 7 0.417 6
Phenomenex 0.410 2 0.418 7
Agilent 0. 406 7 0.416 5
Shimadzu Diamonsil 0.403 2 0.418 3
Phenomenex 0.412 6 0.421 6
Agilent 0.404 6 0.419 8
RSD 0.89% 0.39%

R6 TRMENBMNKERFHHM(n=3)

i #/mlL - min ™! S 1 v S e
1.0 0.403 3 0.417 6
1.1 0.408 8 0.412 5
RSD 0.67% 0.63%

®7 FAEEBRMNENKREERFHHME(n=3)

MR St 10 Sz
25 C 0.413 3 0.427 6
30 C 0.413 4 0.416 2
RSD 0.01% 1.36%

SEWR BB B IR BCR RS BB i & B 45 5R L
R DR S ST R R G Y O R W e
B B2 WS — 0 2077 35 DI E BR B Hh i
R B H IR B2 3R A B 2R R ] &

F8 “"—MEBIF"ESIMIERSNEFREFNIHEMMNESE(n=3) %
B K Y NI Bk e 2% R
No.  RI&
PN T3PS PN RS QAMS RSD LIPS QAMS RSD
1 FIRT A 2.809 4 0.299 5 0.3019 0. 40 0.219 0 0.220 3 0.29
2 AIRTATE K 3.120 5 0.244 2 0.249 7 1.13 0.115 7 0.1226 2.90
3 HARTRAk 3.049 2 0.363 5 0.3619 0.21 0.334 0 0.328 9 0.78
4 WHaE 4.3356 0.350 4 0.349 8 0. 10 0.345 8 0.340 0 0. 84
5 Wkkak 3.978 6 0.4359 0.4300 0. 68 0.467 0 0.454 5 1.36
6 SIRIRICHRERIAT AR KL 2.2029 0.301 2 0.303 4 0.35 0.016 6 0.016 2 1.24
T HSWRE R AR KL 2.417 6 0.2120 0.219 5 1.73 0.217 9 0.219 1 0.28
8 LWRINICBREZRIAT 3 AFE RAT 3.955 4 0.4715 0.463 6 0.85 0.476 4 0.463 4 1.38
9 SIRIRIC MR RIAT S AR KL 3.852 6 0.339 2 0.339 1 0.02 0.374 7 0.367 3 1.00
10 SHIcRE BT 11 4AE KLl 3.402 4 0.3812 0.378 6 0.34 0.025 6 0.027 0 2.58
11 SRR RAT ISR 2.7820 0.3519 0.351 1 0.12 0.347 0 0.341 1 0.85
12 Wi BR P 3 AR KL% 5.000 8 0.642 4 0.624 1 1.44 0.672 1 0. 648 2 1.81
13 HiaBREZ R 5 AR KL E 4.000 8 0.776 3 0.750 2 1.71 0.6523 0.629 6 1.77
14 FHABREEFEIE 10 /R 3.390 9 0.350 1 0.349 3 0.11 0.317 1 0.312 8 0. 67
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BBt NIk B R R
No. 3]

S ik SR i QAMS RSD I INES QAMS RSD
15 S BEEEE =g 15 R4 3.101 8 0.369 7 0.367 9 0.25 0.413 3 0.403 8 1.16
16 fEILHE 10 4R 4.050 0 0.390 3 0.387 1 0.41 0.410 3 0.400 9 1. 16
17 PUf 1 AR R 7.0219 0.540 8 0.528 7 1.13 0.228 2 0.228 9 0.16
18 PUJI| 2 4F KRBz 5.777 1 0.077 5 0.078 1 0.36 0.067 5 0.068 0 0.40
19 I 34K 4.934 6 0.542 3 0.529 9 1.16 0.288 4 0.2856 0.48
20 PUIEBLTAS 1 AR AR 5.6109 0.5819 0.567 4 1.26 0.249 7 0.249 3 0. 08
21 PO 1| 4l 2T A 3 4F 6% 5.3377 0.625 4 0. 608 2 1.39 0.303 9 0.300 4 0.57
22 IR 3 R 5.2189 0.104 3 0.109 1 2.27 0.068 7 0.070 6 1.38

3 g

W K2 K R B R 2 R 4l DL e B T, 4%
s R R R R Y B o 25 R KA AR R o A
2 AR R, R H O R e B A v Y T 2K
LAY A Crr [ 25 31 ) 2010 4F R E0 52 1Y 45 5 A T A
g, X IR 25 5 AR AR e HAE SR ¢ — il £
W B 48 AR o

ARG B UE T AEAS [\ S5 4 (a4 s AT
T KR AR A IE R F e R, R T
PR 5 vk R 0 £ 15 0, U 235 R 3R Y, % B I () 2 7k
FIURE O B8 8 12 49 18 o 0 o7 €8 335 0, {ELAE X O 28
LR SE )z, B RSD SN, A 4 % % FH A
Xf O B A8 o7 (838 0 . R AR VS A — I 2 9F 7
M T 22 #EBREZ IR R 19 3 Bt & &, 25 S R
P 7 2245 /) & O 25 5, AR — I 2
PR T 5E

ARSI BT B R AR R A A R A
BE LR REL B BN R4 BRI R EL B ()7 Bk
FNBEREE ) , D 56 i) B 00 25 L Bk B2 A A ] SR i
1 I AEAE BR LA B 7 b % R 4 0 B R
R FAS IR IO AR il 2, R AR U B L ELAAR 4 5 i
B A Rtk — DB 5E . B SCR R R, BR B id
TR R EAIR I T RE S b A g
AR, ELFR A3 A i A I A R PRI AS SR
XA B A AT B R o DR S ) € AT R, A
PR A SRR I Y 3 A a3 A, 3 A HA 22 Tl 4
XL RS i A, HLASH RN (B AE 22 HEAE i s
T ST, 30 B TR A3 %o AR R B S VAN R B
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