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ET HPLC-QAMS RtFEiItEFFIBEA TN RETFEN R

XHF, BOF, 5k oM o3
1. ETERIR S T EERE 2553, T & M 510515
2. ITARE AT R AR, R M 510520

8 ZE: B & HPLC —WIZ ik (quantitative analysis of multi-components by single-marker, QAMS) JEBCA L1 &
2 RN SR R R k. 773k SRA HPLC-QAMS Xt 3 AN K1 10 HEFIIE A R o & AR LR . AR
LWE, LWE. MEEFT. BRI, NEEE. 3,56,7.834-CHEESEIE. HAX. FEIR. RIMERF o-7 R 5
EHEAT RIS FEAIA SPSS 26.0 SIMCA 14.1 3% ER AR QAMS VEUHEHIRHEAT /2 X 5273 1T (hierarchical cluster
analysis, HCA). T4 #1 (principal component analysis, PCA) S/ —3f-F151 404 (partial least squares-discriminant
analysis, PLS-DA), Zi&r i I A M0b i & A b sy 85R 11 Ml 9% BB W& R R R >0. 9993)-
SERIANRE U HRAE 96.87%~100.08%, RSD 7E 0.66%~1.56%; HPLC-QAMS iEfrill4E B 54 M5k (ESM) TLRENZR,
W ER S, 10 HRICARRERS 3 2K, B— XEA—K, TR RURBHAE—CNER, MEZFT (VIP=
1.745), #EH (VIP=1.470), FHHEI (VIP=1.350) FIZEE (VIP=1.188) W] &2 520 0 ROk = i o7 2 7 7 (bR
HEWY. 518 FiEOSLE HPLC-QAMS 5 Z4RbR A4 & 4% ) M Ak 5t S i R Sl S ki, ml R R 00 o 4 )
LAV o

XEEIR: FIEAR; —ZIE; WD ZIR-FIBI T ST ES FREY: WNEREEERE, FHRAEEZERE
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oW BRSO

FESZES: R286.02 XHAFRERD: A NEHRS: 0253 - 2670(2022)19 - 6044 - 10

DOI: 10.7501/j.issn.0253-2670.2022.19.011

Quality evaluation of Lidanshi Granules based on HPLC-QAMS and chemometrics
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Abstract: Objective To establish a method for quality control of Lidanshi Granules (F|fHA7 Bik¥i, LG) by HPLC-quantitative
analysis of multi-components by single-marker (QAMS) combined with chemometrics. Methods HPLC-QAMS was used to
simultaneously detect the contents of bisdemethoxycurcumin, demethoxycurcumin, curcumin, narirutin, hesperidin, nobiletin,
3,5,6,7,8,3",4"-heptamethoxyflavone, tangeretin, cyperenone, nootkatone and a-cyperone in 10 batches of LG from three manufacturers.
SPSS 26.0 and SIMCA 14.1 software were used to conduct hierarchical cluster analysis (HCA), principal component analysis (PCA)
and partial least squares-discriminant analysis (PLS-DA) on the QAMS calculation data of the above indexes, so as to comprehensively
evaluate the quality and symbolic components of LG. Results The linear ranges of 11 components were good (r > 0.999 3). The
average recoveries were 96.87%—100.08%, RSDs were 0.66%—1.56%. There was no significant difference between HPLC-QAMS
and external standard method (ESM). Through chemometrics analysis, 10 batches of LG were clustered into three categories, and the
same manufacturer was clustered into one category. There was certain difference in the quality of different manufacturers, narirutin
(VIP = 1.745), hesperidin (VIP = 1.470), cyperenone (VIP = 1.350) and curcumin (VIP = 1.188) might be the differential markers
affecting the quality of LG. Conclusion Establishment of HPLC-QAMS multi-index component quantitative control and application

RS EHER: 2022-04-13

E&WE: 2EPARFEEAREANAEINTE (HhEg A% [2019] 43 5 T20194828003)

TEEEN: XHSF, &, AR, FEAI, FEENFELGYT RIS H] PR F S TAE . E-mail: 757428953@qq.com
HEEEE: W, B, HL, BN, FENFLY R AU 2R TAE . E-mail: wzaetn@163.com



FEH 20226107 $53% B 198  Chinese Traditional and Herbal Drugs 2022 October Vol. 53 No. 19

* 6045 »

of chemometric pattern recognition are specific, which can be used for quality control and comprehensive evaluation of LG.
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W R 2 e AR R 4 dh, TR 5697
PRI 7 R R A% T B IVER . B H T 25 5 7 5
JREVFAREA TR B E—ERT R ER
TR, 2R EH 22 R 2 AR AR R 2 AT B
WHTT, hAMAGZEEZ . WM. o,
B AERE A (BURIZEED B2, J5i
BT R — B A REORAIE .

IR ROREEL AT B R IE 0 g R D2
ARG MR FR. #H5E. &M sl IRk,
LS 15 WRP MM T aL, BT AHTELS
A MEEREG, HEARGERERERNETT . AL JT IR
T A ER 2 AR AR 24 BT RS Y,
FRUEAR I E B S e T, AH 5 SCHRARE PN 48 B
T € 8. 0T H 15 Wb 25 277 1) 77
HKeit, A E FL— B o ME LAERITE I H LR 6 B,
WABEMARA B LRIUE W&, AR ORIEST R0R
. (HPR AR IR A G RRal. ARE.
e I 8 TR IR 2 iy T A AR O LAHE), —
M Z P2 (quantitative analysis of multi-components
by single-marker, QAMS) 7&K H—FAHX 515 1
B 1) N 2 EE A Joons BRSBTS 22 4 1l 201 (]St 300)
Es WA RSN gt St EAREA
TR B fol i R AT Bt Bk R s I
Trik, FEAREZIREIIHT (hierarchical cluster
analysis, HCA). FE 57 #1 (principal component
analysis, PCA). F|7/#71 (discriminant analysis,
DA) FINTARZ M 2% . Al DURR A 22 48 5 250 {8 7 dr 4t
[R5 R RPAM AT, EHEK, HPLC-QAMS
TEBA S Al et 2 S DLk R Bk 22 W T rp B2 &2
T3 B HE R T

ARSI S v 2] SR B AR SO TR, DUE
ZiE R R e, AR e 2575 B A4 A
ot S Ve 2GRS BRI & R AT T
HhFM A . B, R BRI N E
B BURMER AN o-FF PHERSES, BREZ. 7 R
FEEAMEE. e AT, B, RS EEE R
il RS A R JIIFRECER . 3,5,6,7,8,3'.4-1
AL SR (3,5,6,7,8,3,4"-heptamethoxyflavone ,
HMOF) HIELLERD), AleAIIHIR . 47 SR 5

ORI, FEEEHRB WL P EIELTR,
AR B R MER R, LEHE, REIEN
JREN BRI NN S Y i, KA HPLC-
QAMS V£ 45 G 2 1 5 2 06 R B A R o2
HAREN R, SPEEEER. 2R ks
FIF BT IR & . HMOF. WG4 % &G
il [ AR R R - BT 5 B A ] BT ARSI B VEA 43
B, DAHZE & R B, #OR i E AR
SE AT RIT 250 — Sk

1 {UEE#HH

1.1 Y&

Thermo Ultimate 3000 % & R AR A ie4%, & [H
Thermo Fisher A 5]; Waters 2695 Bl = R0 AH o3
1%, SE[E Waters A ] ; Venusil XBP Cig %, N
ANI/R2NHE]; Cosmosil Cis ¥, Nacalai Tesque A &)
Kromasil 100-5-C s ¥, Akzo-Nobel 24, A% HIA
250 mmX4.6 mm, S5 pum; Sartorius CP225D 4 Hi T
R, JREFIIBHEAZARAF .

1.2 X%

Xf R R A EEE R (IS 112004-
201501, JRED$ 95.0%). EHELERR HILS
112003-201501, JiiE7r%L 98.5%). EHE (T
110823-202107, JRE /7L 98.1%). W H (5
110721-202019, JFE45r%1 95.3%). JIRE &R (LS
112055-202102, B340 99.7%) A o-7 B (Gt
5 110748-201815, J5i & 434K 99.7%) 1T [H £
iR e W B X IRS M R EE T (S
PRF9062802, Jii= 741 99.8%). HMOF (it
PRF10032041, JiE%0 99.7%). w4 x (s
PRF8063048, JifE /4l 98.7%) & MI&E (L5
PRF20073022, 74 98.0%) AGAhE (b5
PRF8072622, i /4l 97.4%) W1 0¥ Bk Al
HHRARAH .

FF e it v 24 4 SR 5 T 22 [ T bR b 254
MAARTMEAT, & REMASBIRLERE 2
SRE ok R % w NI, 4 (S 20210802,
FEHLHIL ) N ERZWIBEWIRA L Curcuma
wenyujin Y. H. Chen et C. Ling FT/8&HAR, R (it
520201203, FEHUBAAL) SIS RV G R Y
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Citrus reticulata Blanco S HRE5 25 b 1 5 il 2h R
R, FE IS 20210801, FEHbiTvg) NEFEEHHE
i B KL DA B LR A T 1) Ji ) SR Bl e SR s
IR, M58 (1S 20200704, FA R AER
BIHAE B ERRE Citrus aurantium L. H 5548
T ERAR R SE, &I (5 20210103, 7=Hh
7)) A ERYSERHEY IS5 Cyperus rotundus L.
TR ZE, BRE (b5 20201201, F=HBERPE) Ny
%R B YL Artemisia scoparia Waldst. et Kit.
(kb B35, M (5 20191103, 7= Huibi
16> NIETERLE TR B L TR Perilla frutescens (L.)
Britt. )25, 1AE (15 20200901, 7=l %D
AEEAENUAE B LS Crataegus pinnatifida Bge.
TR S, JIBRT (5 20211001, F=HiH
D CREERLER B ) #E Melia toosendan Sieb. et
Zuce TR, 2257 (b5 20200903, 77l
TFE) NARAFRERZZ @Y KZZ Hordeum vulgare L.
(1) R S R ZE R I N T, B EE Gt
20210901, VLT ARAFIEEENFES Oryza
sativa L. AR S48 R DTS (1 i in T 5, SR
T (35 20210203, P2 R NHFAERIE NE
TEYE N Raphanus sativus LI TR+, 15
B (b5 20200601, PPN HREEEEEE R
Y5 Pinellia ternata (Thunb.) Breit. 1) -/ 2%
PMEHIIN TR, B3 GitS 20211003, F=HA L)
NERNEEBHEY)EE Geleditisia sinensis Lam. ]
T Jh R AR S

CREFI RS itk i g ), HARFI N
Mrafi; FIRHA R GRS : B3 250, AT+
mH s el A RA R, #5 20200905 .
20210207 20210211 20210309, %5 S1~S4; 4
HW=LEA R M AR AR, #t5 2102138D.
2103072D. 2103094D, %5 KK N S5~S7; YL
RFIRIZE R A, #£%5 200901, 201102, 210203,
Y 5 I S8~S10.
2 FEEER
2.1 SREXHERMIBRINEIE

BOW L HRAREEE R, AFEEERER, £5
R MR SR B IR . HMOF. &40
R B BRI A o- 7 B R IS S E R,
P AR 0.126+ 0.142. 0.258. 0.976+ 1.210+ 0.392.
0.178. 0.156. 0.480. 0.094. 0.212 mg/mL IR & 1%
B RS MR 20 (1SRG 0T

EnATR WA EAEE T Z 6.3 ug/mL., X FEHIEE
WK 7.1 pg/mL. FIE 12.9 pg/mL. HiEEEHEH
48.8 ug/mL. & FH 60.5 pg/mL. JIIFFEEE 19.6
ug/mL. HMOF 8.9 pg/mL. &40 % 7.8 ug/mL. M
J7ilH 24.0 pg/mL. [FEMIEE 4.7 pg/mL A o7 it AR
10.6 pg/mL).

2.2 IR GEARAH &

BUCRIIE A ks &, WP, FESFREL 2g, B
HEEHELIS, FE% MR 25 mL, FREiE,
PEIAAREE 30 min, HGA, *MERCRIIE R, 25,
JEI,  RIARIREA Rk At T R

E 4 Kb 77 A0 3 ) 86 80 SR S < R oty I 12 A
by BRPREZ . ARSE T RN I VERE S A
A b A PERE i S, 4% B JTVERIE 3 A
P R
23 BiEEH

Venusil XBP Cis (250 mmX4.6 mm, 5pum) A
WA, KR 30 °Cs A KA 508 420 nm (0~24
min FillX 2 PR R . B AREEERE
HEER) U151 300 nm (24~47 min A R 2554
PSR JIBE 2 & . HMOF FIRGZ ) [6191f1 242
nm (47~75 min f AR BRI o-FF b
fil] ) (20-220; RANAH A L ME-0.1% FHBRZK I, o BE
Bi: 0~12min, 17.0%ZME; 12~24 min, 17.0%~
46.0%Z.J;: 24~47 min, 46.0%~61.0%ZfE; 47~
67 min, 61.0%~68.0%.fii; 67~75min, 68.0%~
17.0%Z0E; AR E 1.0 mL/min; #EFEE 10 pl.
RS AR B4 55 i i 1 1135 = 5500
2.4 JIIEEFIE
241 TR KGR <217 DURRA X
AR I “2.27 TR S, Il sk i (B 1.
S5 R, B RO B R 11 FRE s S A
AR > B R (B =1.5); PR AT
E7 R 8
242 ZMERFRFEH FEEWEL “2.17 DUH &
0.1. 0.2, 0.5, 1.0, 2.0, 5.0mL, BEARMK 20 mL
Bilh, FWEERE 6 MEA SR, Kk
HERE, DAWE R EE R, SHARENER, £
TR M AT B IIBREZ = . HMOF. 4
CLE . EBHIEEA . AR A o7 PR R BT A X U
TREEAT et B, AR EIET R SR AR
RE AN E AL Z TR Y=7.088 2X10° X—
506.90, r=0.999 6, Z i 0.63~31.50 pg/mL;
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|2 | ‘ \ f 7 0 r
J\_—/ 'lg_JUJL_JL_h,_Il_/‘.—
4 3
B 9
6
B
‘Iﬂl“ j (| J Ml 3 10 t
J'b \ﬁ\.f. _ﬂ ._QL_.,J‘»_,\ [ A J\J.Jl_.‘;ﬁ.&.k)u. LJ\__J‘;J'LJ Mo
4 T(’ 0
C 7 11
| J ‘| ‘ l 8 ‘ 10 \
e L uJ.JL.- . L___LJ _
D
3 9
[ 12 (| | 1|0 11
W
‘ I‘N"\LA‘\__A.J.AJLL,A R SR W SR | _JL,LJLA_A_,_
4
5
E
1 3 ‘ \? 8
2 | ]
}\.‘ILA-JJ“\_.\ J_F\_J\__ N J| JUU'.J.JAJ_ o
0 15 30 45 60 75
t/min

I-EPAEL R 2-EFHELERER 3-LBWE 4ME=
HE S-BEE 6-JIIkER 7-HMOF 8-fGZ%  9-F Mk
10-E A 11-0- 75 BT

1-bisdemethoxycurcumin  2-demethoxycurcumin = 3-curcumin  4-
narirutin ~ 5-hesperidin ~ 6-nobiletin  7-HMOF  8-tangeretin  9-

cyperenone 10-nootkatone 11-a-cyperone

1 RAXEG (A), FIEABRNER B), BREEME
HHBAME AR (C), BRFRRZ. 1375 B FMHEHAEHER (D),
REMFIHEPAMEAE® (E) # HPLC &

Fig. 1 HPLC of mixed reference substances (A), Lidanshi
Granules sample (B), negative sample without Curcumae
Radix and Divina Comoedia (C), negative sample without
Citri Reticulatae Pericarpium, Aurantii Fructus, Citri
Reticulatae Pericarpium Viride and Divina Comoedia (D),
negative sample without Cyperi Rhizoma and Divina
Comoedia (E)

EHEAEEHRE Y=9.162 8 X105 X+1 454.6, r=
0.999 3, ZEMEVuHE 0.71~35.50 pg/mL; EH X Y=
1.8134X 106 X—217.70, =0.999 7, Zx P75 [H 1.29~

64.50 pg/mL; Ml =&/ Y=1.652 5X10° X—
960.10, r=0.999 4, Z&PEEH 4.88~244.00 pg/mL;
PR Y=1.537 1 X 10 X+1242.10, r=0.9996, £
PEIEH 6.05~302.50 pg/mL; 1|4 % Y=2.076 8 X
10° X+641.60, r=0.999 3, ZM:JEH 1.96~98.00
pg/mL; HMOF Y=1.439 3X10° X+1 061.80, r=
0.999 4, ZEPEVEH 0.89~44.50 ug/mL; IHL R Y=
1.213 3 X 10° X—744.90, =0.999 6, Z&PEEH 0.78~
39.00 pg/mL; FFMHHEE Y=2.456 4 X 10° X+972.80,
r=0.999 3, Z&PEVEH] 2.40~120.00 pg/mL; [& iR
Y=4.939 9X 105 X+139.50, r=0.999 5, ZtEiuH
0.47~23.50 ug/mL; o~ FEH Y=1.565 2X10° X+
645.30, r=0.999 4, ZHVEH] 1.06~53.00 pg/mL.
243 REERE MKEESHFERIEARR (8
5 S AR 6 X, BEX 10 pL, 15X
REwR ., EHEEERER, 2R MEXEET.
PR E . IR & . HMOF. G405 BB
FHER AN o-7F PG AR ) RSD fHAK N 1.35%.

1.18%- 1.12%- 0.77%- 0.59%- 1.06%- 1.20%- 1.26%-
0.81%- 1.42%. 1.30%, KIHKHERL (RSD /)
T 2.0%),

244 BEEMHRE  KEHS 6 RINABRL (4
5 S MR SAWR, AR 10 uL AW 23T, AR
FItH S E, BEPEEEZR, EHAERER
REE R MR EET B & HMOF,
WAL EE . A PRI AR AN o~ PR 5T & 2 301
RSD {HAK N 1.79%-1.66%- 1.58%-1.05%+0.93%-
1.28%- 1.32%-. 1.45%. 1.11%. 1.85%. 1.63%, &
BHE R PRI (RSD /M 2.0%).

245 FoEtEiie  BOREARR (s S1D Rk
IR, THIE IS 04 24 5. 94 16+ 24h {RiEHERE
10puL, M EHEIEEZHER, EPREERER, £
W MRS B IR 2% . HMOF. 1%
CLE . EBHIGEA AR A o7 B A 0 THT AL Y RSD
RN 1.31%- 1.14%. 1.09%. 0.80%- 0.61%-

1.04%. 1.18%-+ 1.29%. 0.84%. 1.43%. 1.27%, &
AH A SR A AR 24 h IARE (RSD /T
2.0%)-

2.4.6  INFEEMSERES B AR o B R
FEARORL (Y5 SU, BERLAIRY, FE%FRE 1.0 g,

s 2 I N TR & o B R TR (O 2 AR L 22 35 2 0.067
mg/mL. % HEHEFE I EK 0.082 mg/mL. E 3 K 0.174
mg/mL. Ml Z=&FF 0.749 mg/mL. ¥ Z 1 0.886
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mg/mL. JI|Bf & & 0218 mg/mL. HMOF 0.117
mg/mL. WL &K 0.091 mg/mL. FHEE 0.343
mg/mL. [FAHE 0.051 mg/mL Al o-7FEL 0.149
mg/mL) 0.8, 1.0~ 1.2mL, &FNFEREH% 3 4,
4% “2.27 W7 i BOIRE (Ea i vai, HVER I,
3 L3R 11 R sy P ke (U3 K RSD 73 74
97.28%(1.28%)+98.03% (1.56%)- 98.18% (0.91%)-
99.82%(0.84%)100.08%(0.70%)97.32%( 1.07%)-
97.43%(1.36%).99.00%(1.19%)100.01%(0.66% )
96.95% (0.88%)+ 96.87% (1.16%).

2.5 HPLC-QAMS BYE3L

251 MXEIERF (o) BITHE REERE2.4.27
T 6 ARG R VAR 10 pL, R R SR
EHEHRZ IR &R fus, B fus=Alf=
(W AN (Wl As) = (Wids) (Widi) (et fo Wy AL kAl
sRRAREE £ PREIREE . WA SR HALAF
MLy VR H NNSY), 3 nlit B HAD 10 F
BRATI £ (R 1),

252 AR KOIEREXS fios BRI ) i AR

(Thermo Ultimate 3000 Z4F1 €2695 7 =y R AH (0%
50 FifaitEd: (Venusil XBP Cig £ Cosmosil Cig
Al Kromasil 100-5-Cis #£), #EFE “2.17 TR RAXT
FE VAW 10 L, 455 (3£ 2) MR % fus [ RSD
£ 0.79%~ 1.97%, F B 55 E A0 BT 3 57 1 fios
TEEZA .

253 EPBUREXT fis K520 AEARFE 0.841.04
1.2mL/min 2548~ , ARIEHERE “2.17 T X &
10 uL, 2558 (R 3) MASE T fus 1 RSD 7E
0.85%~1.92%, 3R BRI X BT LI fos TEREMA o
2.5.4  AEIXS fus 2 {EAEIR 25, 304 35 C%
PR, HOEHERE “2.17 TR IR ST 10 uL, 45
R CGR 4 WA fius 1 RSD 7E 0.68%~1.94%,
R FIAEIENS BT @S fis ORI o

255 (kg E i  IERERE “2.17 TR X RE S
W10 pL, SR FHAHXE R BE I TR B 20 AR D0 e 43 €0 i
VAT SEAL, % 52{XA% (Thermo Ultimate 3000 %Al
2695 AU BB 1) AR (Venusil XBP
Cig #E+ Cosmosil Cig #:F1 Kromasil 100-5-C g ¥ Xif

=1 FIRBATRIG 11 FHE SR fios

Table 1 fis of 11 component in Lidanshi Granules

T HE
i Somrmzmwosnng fwpsrmeenn [ fesmmesss [ oesmes eesaMOF frimaz [ owwansm [ ewsmum [ io-sim
1 2.1754 1.637 4 0.862 5 0.920 4 0.724 0 1.0551 1.2915 0.6185 3.0905 09722
2 2.1693 1.634 0 0.838 0 0.9202 0.726 0 1.0553 1.2544 0.6098 3.0893 09724
3 2.198 8 1.638 6 0.862 0 0.924 1 0.725 5 1.0578 1.2645 0.6105 3.0994 09653
4 2.1720 1.649 3 0.847 8 09173 0.731 6 1.0563 1.2627 0.6178 3.0794 0.9680
5 2.164 3 1.713 4 0.8430 0.9459 0.756 6 1.0815 12743 0.6414 3.1413 1.0011
6 2.169 7 1.672 7 0.848 3 0.928 5 0.738 2 1.0663 12664 0.6240 3.1082 0.9799
SPHAME 2.1749 1.657 6 0.850 3 0.926 1 0.733 7 1.0620 12690 0.6203 3.1013 0.9765
RSD/% 0.56 1.86 1.18 1.12 1.69 0.98 1.01 1.87 0.71 1.33
=2 NHEREBIEHEIT fius BN
Table 2 Effects of instruments and columns on fis
D& Y i Sowmznnznz foomsramens fewze [ewmezen fewwmes fewwmmor fewsmas fewmsmem feowemim [ eeosmm
Thermo  Venusil XBP Cis 21720 1.654 3 0.8476 0.9242 0.7319 1.0605 12672 0.6185 3.1001 0.9743
Ultimate Cosmosil Cis 2.1405 1.6179 0.8253  0.9077 07180 1.0382 1.2401 0.6043 3.0706 0.9506
3000 Kromasil 100-5-Cig 2.1892 1.708 6 0.8569 09413 07506 1.0847 12875 0.6359 3.1439 0.9980
€2695 Venusil XBP Cig 2.166 9 1.632 8 08415 09190 07244 1.0550 12539 0.6140 3.0954 0.9674
Cosmosil Cig 21557 1.650 1 0.8372 09156 07208 1.0479 12548 0.6067 3.0882 0.9581
Kromasil 100-5-Cig 2.1783 1.679 5 08481 09364 07432 1.0726 12710 0.6252 3.1297 0.9827
FHIE 2.167 1 1.657 2 08428 09240 07315 1.0598 12624 06174 3.1047 09719
RSD/% 0.79 1.97 1.29 1.38 1.78 1.59 1.30 1.92 0.88 1.76
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&3 HRREX fios BIFM
Table 3 Effects of flow velocitys on fivs

LNAN =)
T fewmmsmivesse fersnossc [eesme [ ooz [ oo feorHMOF feumimaz fowmmnnn fmemmnm [ eommm
(mL-min1)
0.8 2.1958 1.696 3 0.8702 09356 0.7510 1.0726 12909 0.6378 3.1419 09912
1.0 2.176 3 1.6590 0.8515 0.928 8 0.736 1 1.0643 12715 06222 3.1036 09784
1.2 2.1590 1.6327 0.848 1 09123 0.724 5 1.0509 12567 06143 3.0762 09567
FIME 2.1770 1.662 7 0.856 6 09256 0.7372 1.0626 12730 0.6248 3.1072 09754
RSD/% 0.85 1.92 1.39 1.29 1.80 1.03 1.35 1.91 1.06 1.79

R4 BRI fios FIFNE
Table 4 Effects of column temperature on fivs

e
IR/ C fommmenmess fomsemesns fownens fovmmesss [oeemes [ osHMOF fmsiisas [ owesmsm [ uis/mam [ 6o

25 2.160 9 1.6209 0.8315 09103

30 2.172 6 1.6558 0.8480  0.9247

35 2.1852 1.683 5 0.8572  0.9382
FH{E 2.1712 1.653 4 08456 09244
RSD/% 0.68 1.90 1.54 1.51

07189 1.0515 12462 0.6001 3.0704 0.9572
07316 1.0603 12675 0.6189 3.0995 09740
0.7473 1.0747 12839 0.6210 3.1238 0.9916
07326 1.0622 12659 0.6133 3.0979 09743
1.94 1.10 1.49 1.88 0.86 1.77

AEXHOR A B TEE (o) B2, 2558 (RS WEN
LA R, SHAERENR, EWE. MK
AL )M R % . HMOF. W40 2. & MR .
et v~ P R RER 2 T ARG £ B3 B TRDAE (o) ) RSD
1E 0.84%~1.72%, B R FIAH XS £ BE I [A14EL V% ] DA
X} H bl G e g AT R 2 AL
26 BEMNZE

NIGAEFT RS QAMS T e It A AT AT 1k,
B 10 #ERIPEA R, A7 ) 45 I R A B0RL AL
W, FREERE AT, 2 lis AR Al HPLC
QAMS AT RIRR A R R & B I & &, B 2
FOTERI S R 2R . S8R (R 6) 2 HIELE
EEF (P>0.05), FWH HPLC QAMS %A H-T-H|
A SIOREHE 11 s o 1) =l 5

3 FIREAFRMECFEITEERESH
3.1 HCA

10 HERIE A0 P 2 AR # R VA H
AAEET AR, BEER. MEERE. BEE. IR
% HMOF. W4l B EE . B A o-F
Bl HPLC-QAMS v 7 & 45 5 F N\ SPSS 26.0
BT A AT BRI (2 RAHRE;
FRT7k: A BAE; WEXE: Euclidean HHED),
B 2, SR EIR, HEEEA 15 K, 10 #$EFIE A
B AR N 3 2%, S5. S6 M1 S7T N 12K, Sl.
S3. S2 Al S4 AZE 112, S8. S9 Ml S10 A& 111 2K,
MR LLE W, [F—] KW= m R —2k.
32 PCA

PCA @ P43 FabridbAT i1k, K 10 it

x5 MEREBEEX i HIRT
Table 5 Effects of instruments and chromatographic columns on #yx
e JEENE 7 Eagmisgsieis [ rrmsesimr [ ogions ©mgsswms Okemoss HMOF i [ iaxiens § awamiis § mmm/ers losmms i

Thermo  Venusil XBP Cis 0.422 4 0.465 6 0.5874 0.8546 1.0413 1.0982 12593 15029 1.6601 18193
Ultimate Cosmosil Cis 0.420 8 0.4511 0.5816 0.8421 1.0296 1.0719 12305 14832 1.6428 1.7966
3000  Kromasil 100-5-Cis 0.429 5 0.472 8 05948 0.8689 1.0551 L1115 12770 15307 1.6875 1.8357
€2695  Venusil XBP Cis 0.4177 0.460 3 05826 0.8502 1.0359 1.0804 12418 14896 1.6539 1.8028
Cosmosil Cis 0.423 6 0.4559 05851 0.8518 1.0362 1.0837 12456 14970 1.6326 1.8041
Kromasil 100-5-Cis  0.4250 0.467 4 0.5907 0.8573  1.0480 1.0922 12621 15145 16712 18259
FHME 0.4232 0.462 2 0.5870 0.8542 1.0410 1.0897 12527 15030 1.6580 1.8141

RSD/% 0.94 1.72 0.86 1.04 0.89 1.29 1.33 1.16 1.19 0.84
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#*6 FREAFHNT U MESEEMNEER n=3)

Table 6 Determination results of 11 components in Lidanshi Granules (n = 3)

‘ PICREE-E = PRLE-E =2 S g ) TR A/ 1B e g ) PR/
P &/ (mg-g ") HH/(mgg") (mg-g’h) (mg-g™h)
SMRE S QAMS  AMRiE QAMS  AMRTE QAMS  AMRiE QAMS MRk QAMS  AMRiE
S1 0.069  0.068  0.081  0.080 0.172 0.174 0.756  0.768 0.217 0.219 0.891
S2 0.070  0.072  0.122  0.125 0.242 0.248 0.838  0.856 0.273 0.274 0.953
S3 0.057  0.056  0.087  0.088 0.176 0.180 0.736  0.731 0.232 0.226 0.844
S4 0.076  0.078  0.111 0.113 0.215 0.209 0.837 0815 0.269 0.266 0.974
S5 0.070  0.069  0.109  0.111 0.152 0.153 0.726  0.745 0.213 0.212 0.766
S6 0.065  0.064  0.129  0.132 0.110 0.109 0.707  0.702 0.194 0.197 0.709
S7 0.060  0.059  0.119  0.116 0.102 0.100 0.659  0.673 0.186 0.189 0.695
S8 0.089  0.087 0077  0.078 0.164 0.160 0.623  0.638 0.309 0.305 1.073
S9 0.105  0.108  0.068  0.067 0.189 0.194 0.590  0.602 0.299 0.297 1.120
SI0 0.090  0.092  0.099  0.097 0.133 0.136 0.557  0.566 0.328 0.325 1.142
PiH 0.978 0.959 0.968 0.875 0.964 -
oy HMOF/(mg-g™") W4 ®R/(mgeg")  FMAEE/ (mgg™") [ i/ (mg-g™h) o- 7 i/ (mg-g ™)
" UMEE QAMS  AMEE  QAMS MR QAMS  AMEE QAMS  AMEE  QAMS
S1 0.119  0.118  0.092  0.093 0.347 0.345 0.052  0.051 0.145 0.146
S2 0.125  0.127  0.120  0.122 0.263 0.270 0.033  0.034 0.193 0.188
S3 0.121  0.124  0.090  0.092 0.359 0.364 0.041  0.042 0.131 0.132
S4 0.112  0.111 0.119  0.117 0.313 0.308 0.038  0.039 0.182 0.183
S5 0.102  0.103  0.083  0.082 0.201 0.199 0.034  0.033 0.104 0.103
S6 0.095  0.094 0076  0.077 0.181 0.180 0.028  0.027 0.115 0.113
S7 0.096  0.097  0.079  0.080 0.164 0.160 0.030  0.031 0.087 0.086
S8 0.153  0.151 0.151  0.148 0.535 0.528 0.056  0.057 0.163 0.160
S9 0.158  0.160  0.135  0.137 0.501 0.514 0.061  0.060 0.125 0.123
SI0  0.148  0.145  0.140  0.142 0.482 0.491 0.064  0.063 0.176 0.171
P1H 0.992 0.968 0.983 0.986 0.920
. Euclidean £ " N GINEREE TR PSE =R e SR i N

10 15
1 1

od ]
S7

S5 —

o 1
S3

A
S4

S8 '—I—
S9

S10

210 A RBARHKE
Fig. 2 Cluster tree of 10 batches of samples

LR MEERE BEE . JIIFREZE. HMOF,
WEELZR A7 B AR T [52 Ae A A -7 B B HPLC-QAMS
BB ES RSN SPSS 26.0 it 8t K Gtk
4 SIMCA 14.1 XJ E AT 5% F o
TEE AT ZE DTk, 2SR NER 7. 8 FIE 3. HEK 7
ALAIET 2 AN FE RO RHEE R T 1, B 7.463 A1 2.227,
X5t 5 Z W TTERER S N 67.848%. 20.248%, RAATT
ZEOTHRE N 88.096%, KT 85%, REHIELHHT 2 /4>
F RS B AT AR R R RE AT UKL 88.096% {5 H & . ®
8 TR AERETT AE A 1 TR M5 Bk B X2
AL ZE R, SHAREENER, BET. IR
. HMOF. W4z &M AR 5 o 1
i, B2 ERONERERAE RN R, MR EEE
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x7 FIREAFN P ERSFHEEMEKE
Table 7 Eigenvalue and contribution rate of principal

components in Lidanshi Granules

WIURRFIEAA PR AT 7 A
EN %y — ﬁﬁﬁ %%ﬂﬁ% o~ ﬁfﬁ %%ﬂﬁﬁ
BRZE/% TTIREE/ % HRZE/% TTIREE/%
1 7463 67.848 67.848 7.463 67.848 67.848
2 2227 20248 88.096 2227 20248 88.096
30754 6.852  94.949
4 0338 3.077 98.026
5 0130 1183  99.209
6 0.045 0413 99.622
7 0023 0206 99.828
8  0.014 0.126 99.954
9 0.005 0.046 100.000

®8 11 MSBIRL S AERE

Table 8 Composition matrix of 11 components in Lidanshi

Granules
BN %y EN %)
D% —_— Wy —
1 2 1 2
MEHEFEEE  0.877 —0.167|HMOF  0.967 —0.046
FHERERE 0720 0334|fFaE 0948 0.161
FWR 0.374  0.833| &M 0.967 —0.123
il B A —-0.495 0.826 Al 0.929 —0.244
At 0.981 0.143|a-EFIEH 0.553 0.746
JIBR &= 0.942 0.179
o4
] 2@
25 0S4
] S1
0 )
= 7 s6 @ S3 S8
57 oS5 s1o‘° 9
- s7
43
l_é T T ]_;‘ T T T 0 T T T :‘ T T T é Ll

1]
R%{1]=0.678 R%4{{2]=0.201 Ellipse: Hotelling’s T2 (95%)

3 PCABHE
Fig. 3 Score plot of PCA
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BHGEER . BB AN o-FF FRER T QAMS V£ & &4
F N SIMCA 14.1 Giil-# 4, i#47 PLS-DA ¥,
221 PLS-DA BRI I (B 4), 451 RBdRERE
NZH (R R*y) 437105 0.927 F10.848, Tl e
TBH Q> M 0757, WRT 0.5, BLHIZR BT i)
B RS E AT 5. TGE 05, W T IX 2 AN E X
R AT TR

FHE 4 aJLLEH 10 SURIIEA B0RL IR 7 2 2
MIBTEAE 95% EAS X AN, RIS n] 73k 3 2K,
HRES M ER D e R —2

XTEESLI) PLS-DA HEALHEAT 200 K E AL
(K5, 4iRER RRIWEGESL Y Mi#EE N 0.133,
NTF 03, RFFTESLMBRER TR, O HEGH
2 Y HhalEN-0.275, /NT0.05, FREAFTEL AL
RS ENS, nTEBHM S 10 #REA
SR 1) T B 2 5

M A A2 5 B E MR (variable importance in
projection, VIP ) i i 5% M 254 40 ] 7 f= 26 77 P
| 1

[
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014 S4
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Fig. 4 Score plot of PLS-DA of 10 batches of Lidanshi

Granules
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AR 5 o 2 S AR B L (B 6D, &
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Fig. 6 VIP values of common peaks in PLS-DA model of 10

batches of Lidanshi Granules
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