HPLC M I KB e 4 PSR HLS 0 o B
Sy

Rl KRR RN KA EEALE WOAETEARFEER,AM  450046;2.2 N TP
EHDARAG, TR ZEN 2368003 MTTEZERGHRAZ, M 510925:4 ) Mo EEHERGA
BAAEL M 510663)

hESEE R283 XHEFRERS A XEHS  1001-0408(2019)20-2839-06
DOI  10.6039/j.issn.1001-0408.2019.20.20

 E R AIREMNEFRERA THEEIEF FELET ARBEE L R EFANTRERS &0 &k, P RAT RS
DT, Tk R A GERAME LR, GiEAE A Agilent ZOXDB-Cg, R F0 A8 A F BE- T (80: 20, V/V)-1% B4 B2 K 7 i (H6 L2 ML)
ik # 1.0 mL/min, #3] J% & % 335 nm, A3 % 30 C,# 4% 4 10 uL, KA SPSS 20.0 .SIMCA-P 13.0 34+ 47 £ R o5 %
R HERF FHEEE ABREL FETHEFZOREREASH A 0.131~1.446 pg(r=0.999 0) .0.031~0.345 ug(r=0.999 7) |
0.005~0.055 pg(r=0.999 2) ,0.024~0.268 pg(r=0.999 2) ; & F R4 %] % 1.178 8.0.602 9.,0.744 1.1.079 1 ng, #nl & 53] A
0.353 6.,0.106 1.,0.223 2,0.323 7 ng; #5 % B A& € M . & M X 3 69 RSD 3 /1 T 2% 5 v # @l & 4 5 2 99.38% ~100.56 %
(RSD=0.44% ,n=6) .91.01% ~96.81% (RSD=2.43% ,n=6) .91.44% ~97.34% (RSD=2.59% ,n=6) ,96.21 % ~99.26 % (RSD =
123% ,n=6), TR HMERE T, ERS 1P EIRF2AHBAFRMEFNGEILZHT 2 IR, ERT ZTAREA
92.573% (>80% ) ; S14-3 A S 42 AF 5 3k 13, BAR IR SARRT 2095, S14-2,S14-1 R 23X 3PLAE 3 R A AP LA M 25 4 Ao T 7=
S REALE . B ATy Heik TR TR R FALEAR R P AFR IR R AT RS T A FALE A R
TS
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Content Determination and Principle Components Analysis of 4 Kinds of Flavones in Scutellaria barbata
Decoction Pieces by HPLC
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Pharmaceutical Co., Ltd., Anhui Bozhou 236800, China; 3. Guangzhou Zhongzhiyuan Traditional Chinese
Medicine Co., Ltd., Guangzhou 510925, China; 4. Guangzhou Xiangxue Pharmaceutical Co., Ltd., Guangzhou
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ABSTRACT OBIECTIVE: To establish the method for simultaneous determination of 4 kinds of flavones such as sutellarin,
sutellarein, luteolin and apigenin in Scutellaria barbata decoction pieces, and to conduct principle component analysis.
METHODS: HPLC method was adopted. The determination was performed on Agilent ZOXDB-Cis column with mobile phase
consisted of methanol-acetonitrile (80 : 20, V/V)-1% acetic acid solution (gradient elution) at the flow rate of 1.0 mL/min. The
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detection wavelength was set at 335 nm, and column temperature was 30 °C. The sample size was 10 pL. Principal component
analysis was carried out by SPSS 20.0 and SIMCA-P 13.0 software. RESULTS: The linear ranges of sutellarin, sutellarein, luteolin
and apigenin were 0.131-1.446 pg(#=0.999 0), 0.031-0.345 pg(»=0.999 7), 0.005-0.055 pg(+=0.999 2), 0.024-0.268 ug(r=
0.999 2), respectively. The limits of quantitation were 1.178 8, 0.602 9, 0.744 1, 1.079 1 ng; the limits of detection were 0.353 6,
0.106 1, 0.223 2, 0.323 7 ng; RSDs of precision, stability and reproducibility tests were all lower than 2% . The recoveries were
99.38%-100.56% (RSD=0.44% ,n=06), 91.01%-96.81% (RSD=2.43% , n=6), 91.44%-97.34% (RSD=2.59% , n=6), 96.21%-
99.26% (RSD=1.23% ,n=6) , respectively. By principal component analysis, principal component 1 and prinicipal component 2
were main influential factors of sample, quality accumulative variance contribution rate of them was 92.573% ( >80% ). The
comprehensive score of sample S14-3 was the highest, and the overall quality was relatively good; samples S14-2, S14-3 were the
second. These 3 batches of sample were processed and produced in S. barbata planting base with stable quality. CONCLUSIONS:

Established method is simple and rapid, and can be used for simultaneous determination of 4 kinds of flavones in S. barbata

decoction pieces. Principle component analysis can provide reference for the quality control of S. barbata decoction pieces.

KEYWORDS

component analysis

K T N BB B #2458 MW 2 A S (Scutellaria
barbata D. Don) i) T84 F | 854 w2 | ik &%
TR PNERSS 2R AR R BRI R A L
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N HENT A REE TR R H 22 Bl S B A R 22 B4
[ EsF 5 PR AE i o 4 72 AR v A R AN SR T
RO (38 (HPLC ) HE 7. 1 [ I 52 2 A AR TP
WA WEER KBER FERTEN L, IER
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AR 2] e B 2 R 2 2 B R R e R
W T R IR TE B A Y 2 A S (Scutellaria barbata D. Don)
Tt R A0 A BRSO B 1,
2 FHiEE&%R
2.1 BENE
2.1.1  EIESME ik Agilent ZOXDB-C (250 mm x
4.6 mm,5 pm) ; i sHAH : - 2015 (80 : 20, V1V i shi Al
A)-1% BEFR K 7 CRLSIAH B) |, 86 2 6 I (0~20 min,
28% A—35% A ;20~30 min, 35% A ; 30~50 min, 35% A—
T0% A) 5 K % K 2 335 nm; i 3 : 1.0 mL/min; #£Ji& :
30 CsFFEE: 10 uls
2.1.2 RA XIS o3 R % PRI A
T AR ORBAE R R R AE A, i R
B2 PSS 313 pg/mL HFHE%E 2 305 pg/mL AR
% 158 ng/mL T3 % 244 pg/mL 15— Xf BE 5 %
W o A3 A B W 1 AR 45 B — 5 B 745 1 2.1 .0.515
0.158.0.5 mL, & T [d— 5 mL i, fin B i 25, %
), BIAS 5 BF 5T 131.5 pg/mL BF 855K 31.4 ug/mL |
ARRHE 5.0 pg/mL , Jr3 &K 24.4 pg/mL 1ITR A X IR
VS
2.1.3 KSR RS PR SR (1 345
i)0.5 g, & T HIEHIE I H , in 70% H % 50 mL, Fr
S, AR 7L 30 min, R E B =, F 70 % H EEAb 2 D6k
S 35T, 220.45 wm GFL B IR E I, IS TR
EIFE 3.
2.1.4  BAMEXT WA A R 9 L T0% H I 50
mL, B FHIEHIE R, R i, IR 3 30 min, ¥
HIZ R, 70% F AN E D8 1 5 i, $55), 260,45 pm
TRALIE BRI AL, B EL e, RIS .
215 RGUEMMERLEE  BCEIRTE A X AR I
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Tab 1 Samples source information
G5 Kl Pl
Sl-1 W RBERA AR A it
512 TALE BB A RAA IR
513 TRRERALARAR R
YA FHTTBR A AR it
$22 RETBERAR R AR it
§2:3 TP RAR il
§31 TR AR AR ZH
$32 LB HE L A A R T
$33 WA R A W
Sl CENEHEANARAR iS4
§42 TENEHEAIARAR W
§43 FENBHEAIARAT W
§5-1 CEEEEPAR AR AR bilE
§52 CEBHEPARAHRAR g
853 TEBHAEPAR R ARAR il
$6-1 TR AR AR b[E
562 CRAMEP R AR AR fi[E]
$6-3 THRAMEPR AR AR g
§7-1 SRR AR AR it
§72 MR A RAR it
§73 MR AR it
581 g%&m¢7%ﬁﬁﬁﬂﬂ it
582 TRBEPA AR A it
583 FRERPAR AR A it
89-1 Afe s EA A WA A (4
892 Al BRI A 54
593 AR EARARAT Wit
$10-1 TIAREIARATR il
$10-2 WAARA A AR il
5103 MR AR il
S11-1 FRETHPAR AR il
S11-2 TREFEPARARAR i
S113 tﬁﬁﬁﬁ$ﬁkﬁﬁﬁ‘ﬂ R
S12-1 CRK LA RAR Tl
$12:2 TRKFANARARA il
$12:3 TREEHIAERAT i
S13-1 AR PR AR AR %
$132 AR PR AR A A W
$133 AR AR T
S14-1 MDA RAT T
$142 =i mﬁ&ﬁm“i %
$143 SN EG LA RAR g

A VR PR RS R A5 i, 2. 1.1 T g Ak
PEFENNE e S, TE LI 1o i L el e s
KT VS SR AKBRER SR EY KT
L5, PR BB ERT 1, HIGTEXTFR 08 KA, BiE
BB AT 5 000 5 BFAE ST BE 7 I 5 E TE T4

2.1.6 RMEXRRFLE iR EWI 21270 NRE
Xof B SRV MR 1.3.5.7.9 .11 pL, 4% “2.1.17 51 F (o33 4544
PEREE 10 T FR . DL B 20 R i (x, ng)
FEAR AR TR () PN AR BRIEA T4 [mT 05, A5 [ )3 7
LML 2,

2.1.7 %%BE SRR L 2.1.27 I IR N
s VA VRS i, FH PR A LU B, 3“2 117 I ik 25
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AJRA R BESA
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< 0.040
0.020 f 4
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t,min
BT
0.100
0.080
- 0.060
< 0.040
0.020
YN,

0 4 8 12 16 20 24 28 32 36 40 44 48 52 56 60
t,min
C.BAMEXS B T
T LEF R 2 P B A 305 SRR B 4T3 R
Note: 1.scutellarin; 2.scutellarein;; 3.luteolin; 4.apigenin
B1 SxkiEeEE
Fig1 HPLC chromatogram
®2 EEFRESZLMEEE

Tab 2 Regression equations and linear ranges

RS BN r SR, pg
FEA T =1 825 013.584x+37 083.286 09990 0.131~1446
it y=2976 130.562c—20 838.014 09997 0.031~0.345
KRHE y=2649 415.975x—2 552014 09992 0.005~0.035
g y=2797066.159x+7 362.348 09992 0.024~0.268
VEREINSE , IS MR EL 102 1.3 : 1 40 B335 e i BR A6
PR 250, B AT PSR RBER Jr R

BR324 1,178 8.0.602 9.,0.744 1,1.079 1 ng, KM FR
435114 0.353 6.,0.106 1.0.223 2.0.323 7 ng.
2.1.8 BRI BCU2.1.27 W R A N RE G WS
L2117 IT S S SRR A 6 U, T SR U T
Bl S50 WPBs iy PSR ORBR R TR G
TR RSD 435124 0.15% .0.31% .1.59% .0.39% (n=6) ,
KUY R AT
2.1.9 FEEMERE  BC2.1.37 W R R SR (RS
S1-3)iE Al F M T AE 0.2.4.8.12.,24 h 4%
“2LHUR SRR E e SR TR AR . A5 B
WA ;'E?%*J%‘& ARRRE R R IERUR RSD 439
$70.91% .0.46% .0.68% .0.82% (n="6) , 7 W1 ftik i %5
T30 CE 24 hINEEARTE 2
2110 FEMRLE BRI (95 : S1-3) MK,
60y, B 290.5 g, 4 “2.1.37 T T Jy ik il £l i i
W, ﬁ#“zn”rﬁT@ S HEREI R, 1 SR e 1T AR
Fbn it e i T 4 Fh A {B“ BT . A5 BP R
W HEER AKBRER FRZNEHEE55R8
0.74% . 0.06% . 0.02% . 0.03% , RSD 43 5 & 1.97% .
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0.56% .1.92% 1.76% (n=6) , ARy L E L T R I .
2011 AR RIS RS BRI S R
(%5 :S1-3) Bk, 2L 6.y, 43 29 0.25 g, KB IMA TR A
X BRSBTS R ORB R R
Xt R R o B B 1,91 mg/mL R EESS
% 0.138 mg/mL, A 7L % 0.038 mg/mL . JT 3 % 0.071
mg/mL TR A VA 18 it 452,137 5 vkl £ kst
SRR, T 2.1 17 TR T A AR A 0 S TR
RO IRE R, 2551 3 3
F3 MBI RIXIGLER (n=06)
Tab 3 Result of recovery tests(n=06)

5 b, EASE,  OMAE, MR, MEERIGE,  FSmEEEGE, RSD,
Sl % 7 %
g mg mg mg o o o
BETE 02500 19119 1910 38325 10056 100.07 0.4
02501 19127 1910 38329  100.54
02501 19127 1910 38234 100.04
02503 19142 1910 38231 99.94
02506 19165 1910 3851 99.93
02504 19150 1910 38132 9938
AL 02500 01377 0138 02657 9276 9451 243
02501 01377 0138 02713 96.81
02501 01377 0138 02701 95.94
02503 01379 0138 02635 91.01
02506 01380 0138 02712 96.51
02504 01379 0138 02677 94.05
AREZ 02500 00378 0038 0.0739 95.13 94.06 259
02501 00378 0038 00743 96.00
02501 00378 0038 00730 92.74
02503 00379 0038 00749 9734
02506 00379 0038 00727 9144
02504 00379 0038 00728 91.79
fEEE 02500 00690 0071 01395 98.65 97.93 123
02501 00690 0071 01395 99.26
02501 00600 0071 01392 98.90
02503 00600 0071 01383 97,59
02506 00601 0071  0.1379 96.99
02504 00601 0071  0.1374 96.21

2.1.12 FESBEREMNE B2 HERE S RS E R, %
“2.1.37I N A A A T, PR 2.1 (g
SRAFHEREIN E i SRV IR RO bR i i 2 e i rh
AFPREI A3 00 i, PATHRAE 3 IR, G R LR 4.

2.2 ERHHH

2.2.1 AHSRME X ANERR BT E R T T A T
KMO K5 56 1 Bartlett £ % ", 15 %] KMO ¥ & {5 N
0.794, #2757 LLEAT F 8053 70 # o Bartlett & o 15 45 51
7R, P<0.001, $7R 45745 it [B] £ 78 S 2 B AH G 1, mT gk
TR T A AN A AR F ] ek | 25 5L L3R 5.,

2.2.2 FAEEFIFZTIEAE BT 4N EAR B 2
SRATR 5 R SPSS 20.0 B4 X6 Bt ik A7 AR vE Ak Ak
PG5 6, FRER 6 TN, T 2 SO A (E R T
1, H 2/ 250k 3 R 92.573% (>80% ) , ittt 2 i
O3 AL SRR R A AR AR KR A L
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S AT RO WA 2 B3 X 42 HERE A T BT A
R4 HRESBVNELER(n=3,%)
Tab 4 Content determination results of samples (n=
3,%)

%5 A ELLE KRFZ fikE
SI-1 0.80 0.07 0.02 0.03
S12 0.76 0.06 0.02 0.03
S13 0.68 0.06 0.02 0.03
§2-1 057 0.07 0.04 0.06
§22 052 0.07 0.04 0.06
§23 0.54 0.07 0.04 0.06
$3-1 1.03 0.0 0.02 0.04
$3-2 0.94 0.05 0.01 0.04
$33 095 0.0 0.01 0.04
§$4-1 0.94 0.13 0.04 0.08
§4-2 081 0.11 0.03 0.07
$4-3 082 0.11 0.03 0.07
§5-1 116 0.03 0.02 0.04
52 1.02 0.03 0.02 0.03
§5-3 097 0.03 0.02 0.04
S6-1 1.08 0.03 0.02 0.06
$6-2 101 0.03 0.02 0.05
$6-3 1.04 0.03 0.01 0.05
§7-1 0.80 0.10 0.03 0.05
§7-2 0.69 0.09 0.03 0.05
§7-3 072 0.08 0.03 0.04
§8-1 0.69 0.06 0.02 0.04
§8-2 0.67 0.06 0.02 0.04
$8-3 0.77 0.0 0.02 0.04
§9-1 125 0.16 0.04 0.12
$9-2 0.95 0.12 0.04 0.08
$9-3 1.05 0.14 0.04 0.10
§10-1 0.76 0.14 0.05 0.10
§10-2 0.74 0.13 0.04 0.10
§10-3 0.71 0.12 0.04 0.09
SI1-1 0.94 0.0 0.02 0.03
S11-2 0.83 0.04 0.02 0.02
SI1-3 0.85 0.04 0.02 0.02
S12-1 093 0.04 0.02 0.03
§12-2 1.03 0.04 0.02 0.04
S12:3 1.04 0.03 0.02 0.05
SI3-1 099 0.07 0.02 0.06
§13-2 1.04 0.08 0.02 0.06
S133 1.09 0.07 0.02 0.06
S14-1 099 023 0.04 0.09
S14-2 099 025 0.04 0.08
S14-3 099 0.23 0.04 0.09

£R5 KMOKRIEF Bartlett {16 45 51
Tab 5 Results of KMO and Bartlett tests

bl b

IRERERBIER) KMOJE & 0.794
il 128919
FIHIE 6.000
P <0.001

2.2.3 FEIRIES R A SPSS 20.0 FE, AR 4 A A
W PP 2% S R RS IO A R , SR PSR B R A IR AR
7 AR, AR IR T,
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Tab 6 Characteristic value and variance contribution Tab 8 Scores and ranking of principal components in
rate of principle components 42 batches of decoction piece samples

MIRHHEE RRERER HRES 7 7 A 7 F F F o #F
W B niEw BRiER MY fiEnm  BRER S143 062 262 158 132 316 0.69 226 1
AFIE(E %% 1, % $HEE %% R, % $142 0.62 307 132 095 305 073 220 2
| 260 65.587 65.587 2603 65.587 65.587 §14-1 062 259 151 126 307 069 20 3
2 1079 26,98 9573 1079 26,986 92573 591 110 035 160 246 256 109 198 4
3 0.245 6.123 98.697 593 099 1.01 094 171 210 1.08 1675
4 0.052 1.303 100.000 $10-1 -075 0.94 1.8 1.99 280 —0.76 16 6
®R7 EIRStEER §10-2 —086 088 146 1.66 23 -0 130 7
. . . 5103 -102 0.69 153 162 24 -0 L9 8

Tab 7 Computing results of principle components
§4-1 035 085 098 091 158 033 39
— —

ks W RM H¥fEr & $92 041 060 0% LIS 15 04 LIl 10
W1 LE! LER! Bt PRl R §42 04 057 08 056 106 —04 038 1l
X —oon 0.998 ~0.004 0.924 —0.007 0.960 543 037 046 059 043 086 —038 046 12
X 0912 0.100 038 0.093 0.563 0.09% $133 19 —020 -0 09 -0 13 035 13
28 0953 —029 0363 —0an 0588 —0220 5132 090 —010  —02 02 009 095 020 14
X 0940 0.147 0358 0.136 0581 0.142 - 0B = =0% I 08 0l 5

SKFH SPSS 20.0 8k, 5 A Oy B v ke sH ~02 031 04 017 0l6 02 00 16
Y e e L R e T ST S8 030 19 05 0% 205 00 1T

. AR R 22 -2 -0 LI5S 02 065 —229 019 18
HEB™ , TR AR 1) o 2 7 2 J 0 AR §2:3 =201 —032 096 0.14 048 215 —021 19
F=65.587%F+26.986 %F, 6-1 15 =08 —097  —002  —109 13 —039 20
F,=—0.007X,+0.563.X,+0.588.X:+0.58 1.X, 72 —1.16 0.14 —0.06 =039 =017 —1.14 —042 2
. B $-l 086 —082  —092  —047 —L12 091 049 2
= 0'960X+0‘09?)Q OﬁziXﬁS' 1%3)(4 L 551 155 09 -0 -0 -1 147 052 B
XX X XA BT B BP SR ORBRR . g 093 —081 091 -0 124 0%  —055 4
PR R IR A m AR EAL S A i F Fo o R 1 AR §73 —0%8  —013 017 051 046 099 057 2
E\Ii}' 2 %E{:ﬁ, , u% Iﬁiﬁﬂ/ﬂ ﬁﬁ}(%ﬁﬂiﬁiﬁﬁ%é}i&ﬁﬁﬂ $5-3 049 —0.89 —035 —0.59 —1.06 038 —059 26
$122 085 —078  —098  —055 —134 088 064 27

S VAT 4B 2r /N\N4H /L -+ >
BOPE RAIZ AR (F) SRR, RS ATALEE ) 03 0% L4 =027 -1 08 06 38
fb S14-3 25 5 P 43 fie i, 38 R o i A X 4T, S14-2, %3 —068  —051  —029  —060 —080 -0 -0 2
S14-1YRZ ,3X SHLFE 5 1 Z A AR St R K 25 44 T 63 08 =093 —121 046 -I1S1 0% 0B 30
TR (5 2355 A A G §52 081 —095  —079  —0% 155 07 —08 3

. e . 1 S 04 —036 065 —085 115 —087 R

B A2 ARl B I E S5 R B RUUR B S A SIM- 035 —059 075 L7 146 038 0% B
CA-P 13.0 A IEATARUEALAL P, B hr 5 X3 £ “Pa- 343 039 —060 —123  —08  -155 047 —089 34
reto Scaling” , RIG AT AN 00T T AMEFRR S 021 -0 —080 —103 141 0B —0% 3%
B . . 11 —048  —025  —086 —09% —120 —04  —091 36

OXHERICT 2 AEAR AT R R ROY  MOR PR AR ) 02 —066 —126 —081 —158 04  —0% 37
FELPELE 2, i 2 a1, 42 JHERE S A AE A NS IR, 0 —125 050 —043  —06  —09 -1  —0% 3
M WA THERESY 40k S14-1.S14-2 , S14-3 .S9-1,  S12 -0 075 08 ~131 <150 045 -LI0 %9

S9-2.89-3.84-1; 56 " BRA 10HEAE &, 2051k S10-1, S113 -0 -080  -056 134 -1%6  —035  —L2 4

. S1-2 =0.70 —0.50 —-L16 —L19 —1.65 —0.63 -125 4
S10-2,810-3,87-2.,87-3,54-2.,54-3,82-1 ‘82_2‘82_3;;@ S1-3 —-1.19 —0.50 =107 —124 —1.62 —1.13 -137 4
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