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B ORI g H AR E#E (HPLC) 3 s |3, St 4T £ R o4, 7k R A HPLC ik, &34 A Agilent
TC-Cis(2), ABh A8 A TAF-0.2% B ik i (6 L e ), ik 4 1.0 mL/min, %] 5% % 24 240 nm, 4238 4 25 °C, #4354 20 uL. vA
U1-3 3 -B- TERSLA B A A B8, 2] 15 3 AE 50 09 HPLC B3, R A (OF 25 &35 35 s B i Aa ol 740 2 42) (2004 A JR) BEAT A8 400 5 3
e, #4220, FF R A Minitab 17.0 8447 M5 547, 4528 LA Su AR ) T 0.800, B5 H4b 14 pbAf ob b B2 13,14,
155 3 TR AR B 257 RIEATAR A AT, 4 14 WA S8 HPLC B4 15 MM 35N T 3A &, o A Ak
F ARIA LR - - TR LA B 5 14 3LAE S 0948 4 0.889~0.990, Z 2 MM, 2A RSB T8 ZRF £ Tk E
H94.4% FFe P 8.9, 11,12 145 A (HFH 2 8.9F A B RS S FENAFHFRRELFOTERAE, &b
IS BRI RSO ERT AN R E RN RS

KR DRI B G IR E IR A 2RO

Establishment of HPLC Fingerprint and Principal Component Analysis of Xiaojin Capsules
MING Kaili, XIANG Yang, YANG Yanxia, ZENG Tian, WANG Yatou, CAI Wei, ZHU Wen (Jianmin
Pharmaceutical Group Co., Ltd., Wuhan 430052, China)

ABSTRACT OBIJECTIVE: To establish HPLC fingerprint of Xiaojin capsules, and to conduct principal component analysis.
METHODS: HPLC method was adopted. The determination was performed on Agilent TC-Cis (2) column with mobile phase
consisted of acetonitrile-0.2% formic acid solution (gradient elution) at the flow rate of 1.0 mL/min. The detection wavelength was
240 nm, and column temperature was 25 “C. The sample size was 20 pL. Acetyl-11-keto--boswellic acid was used as reference
and HPLC fingerprints of 15 batches of Xiaojin capsules were determined. The similarity evaluation of common peaks was
conducted by using the TCM Chromatographic Fingerprint Similarity Evaluation System (2004A edition) to confirm common
peaks. Principal component analysis was conducted by using Minitab 17.0 software. RESULTS: The similarity of 1 batch of sample
was lower than 0.800; there was no common peaks No. 13, 14, 15 in HPLC chromatogram of the batch, compared with other 14
batches. There were 15 common peaks in the HPLC fingerprints of 14 batches of samples and three chromatographic peaks were
identified, such as quercetin, amentoflavone, acetyl-11-keto-f-boswellic acid. The similarity of 14 batches ranged 0.889-0.990.
Through principal component analysis, accumulative contribution rate of 2 principal component factors was 94.4%. It was indicated
that the content change of corresponding components of common peaks No. 8, 9, 11, 12, 14 in samples was an important reason
for the quality difference of samples, especially common peaks No.8, 9. CONCLUSIONS: The established HPLC fingerprint and
principal component analysis can provide reference for quality evaluation of Xiaojin capsules.

KEYWORDS Xiaojin capsules; HPLC; Fingerprint; Principal component analysis
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1.1 &8

LC-2040C CN %! HPLC % , £ & — 1 & B 41 A6 )
#% . Labsolutions T_E ¥ ( H A< Shimadzu 2 ] ) ; PGJ-10/
20-AS TR 4l K AL (i i Tt AN 7 3 A5 A BR A A ) 5
UAB800-DH U 75 1 775 1 AN (Y BRI AL 15 45 A PR 2
F]) s ME203E B T3 Z —HL K \MEL104E ®l Jj /73 2
—HLF R CP225D Al J1 43 2 — ML F R (MR -4
AR () A FRA F] .
1.2 #HR5iKH

FEAEAZ RO [ % B i (L5 111902-201603 , 4 i
97.7% ) . 11-F B -B- £ ok 7L A B2 % B8 i (k45 - 111760-
201502, 21 B : 99.3% ) it Bz %) B (L5 100081-
201610, 4f5F : 99.8% ) ¥4 B v =2 24 A e E e e 5
/N A (it R 240l S P A0 A BR S L, 45 - 160601
170101.170102. 170107.170117,170121,170123 170124,
170329 170334 170336 ,170544 . 170554 . 170868 . 171126,
%5 SI~S15, MiA% . 0.35 g/ki) ; Z G . Il Ry (a4l
HA R R el , ACh itk
2 FiEEHER
2.1 fiEEH

iR Agilent TC-C15(2) (250 mmx4.6 mm,5 pm) ;
T : ZHE (A)-0.2% BEERVA T (B) , 6 52 Ve Jd (e it A
FE L35 1) 5 0 « 1.0 mL/min; A0 K < 240 nm; 2 5 -
25 °C;#FHEAE: 20 pL.

x1 BHEXBRER

Tab 1 Gradient elution procedure

t,min A% B, %
0 10 90
30 30 70
40 35 65
70 65 35
95 72 28
110~135 100 0
136~ 140 10 90

2.2 BRHEIE

2.2.1 XFRRGRVEM RS PR IR AEAZ DUE R | 11- 95
e p- TR AR M R 25 6 R 3 1, 0l B e
A AEAZ RCE B 50 pg/mL | 11-%% H-B- £ 1 2L 75 iR 50
pg/mL MR 2 50 pg/mL it PA— X BE S IATR

2.2.2 HHKMMEIR BUNS IR NG A IR RS
WWRAE 2 g, BT HIEHIV S, I H EBE 25 mL, FR 2
i, KR 25 CCLUF#E S (%300 W, 45K . 40 Hz) AbHi
30 min, %, FRAFRE Ui, P R A2 802K Y o i, 35
57, 40.45 pm S LB gL, ICELUE L, RITS

23 AEFEER

2.3.1 AEEERI Be2.2.27 00 i s R (S
170101) 38 ot , #2217 W0 F (a3 S5 AF i SLFRE I E 6 1K,
DL 11-$ 5 -B- £ T A I 0 7 £ B Bk ) i TR R 2
A 10 53 45 A 08 %) AFDOEf B3 B 1] FURE X S T AR, 45

HEEZG 2019 4F5 30 B4 2 )

I, 15 A AT WA XA B BB A RSD 31/ T 0.16% (n=
6) , AHXF U R AL A RSD /N T 1.70% (n=6) , RIAA
PoRE R R AT

232 FAEMRE  EB2.2.27 50 F AL AR (S
170101) i &, 43 5 F & FiltE 0.2.5.5.7.5.10,12.5,
24 W 2.1 TR o 3% S R AN A, DA 11-FR3E-B- &
Pt LA PR 0 1 O B B[] R T B 2 B 0 s 6 A i
FRVREDRT (R B B )RR AT TR - 2551, 16 AL D AH X
{5 B2 1] 6] 9 RSD /8T 0.50% (n=T7) , FH %J 0 187 FH 1
RSD ¥J/NF1.60% (n="7) , F& B UL S T T = 10 T L
B 24 h AT E

2.3.3 EEMRE BUNEIEEGHS 170101 NEY)
T A, $502.2.27 WUN J i o el i e, 3R 6 4y, AR
“2LVIUT R A UEREINE | L) 11-BR I -B- R FLE TR
W Py R B B [ RIS TR 25 B D0 SR 5 A UG 1 A G £
P S T FAB AT . 25 5, 15 AL G AH X O B Bsf 1]
) RSD¥/NF0.19% (n=6) , fHXT AR 1Y RSD ¥/
2.50% (n=6) , RAA T ILELE M RIT

2.4 HPLCIEQELH 4R SHMETTEN L HIERTE
INRARE ST

2.4.1 HPLCHS LS A il B 15 Hb /N4 e 38 N 2%
Yri& i, #52.2. 27 WUN Jy il A5 s nh g v, AR 2.1
TR 3 S5 AR A I , SR O 24 €8 15 48 S0 TS AR 4L
FEIEH 5 ) (2004 A B X 15 AR 5 A9 HPLC 3% EF T
53T, 15 HPLC AR SC Rl PR LR 1 T 2,

2 635.59 i :
. ol L“iﬁfﬁL

S15
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i : A si2

A

At gk o
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Fig 1 HPLC superposed fingerprints of 15 batches of
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Fig2 HPLC control fingerprint of sample
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2.4.2  MMUEAHT SR 2508 80 S A RLE T
M Z5:)(2004 A B , LLFE SR A9 HPLC X RE S5 a0 [ 2
HE VA TEEAARAA LR -AN . 25 R, 15 HRESh R 1441t

BE A AR BLRE R T 0.880, H A 13 SRS b B AL EE K T
0.900; 447 1HEFE i (L5 : 160601) AHLLEE/NTF 0.800, %
WIZAURR A5 AR A RAE A E B 22 57 TR LR 2,

F2 1G#tEMBUEITENER

Tab 2 Results of similarity evaluation for 15 batches of samples

Higs sl 2 3 S4 S5 s6 S7 S8 59 510 sll S12 S13 S14 SIS MHHR(R)
sl 1000 0857 0570 0494 0464 0612 0694 0721 0703 0790 0762 0595 0509 0812 0633 0755
2 0857 1000 0882 0832 0813 0912 0952 0946 0948 0989 0974 0881 0783 0980 0865 0972
3 0570 0882 1000 0963 0957 0985 0960 0961 0957 0929 0941 0940 0888 0905 0899 0958
s4 0494 0832 0963 1000 0987 0941 0931 0886 0907 0889 0899 0937 0877 0872 0873 0922
$5 0464 0813 0957 0987 1000 0943 0927 0866 0909 0875 0884 0909 0853 0848 0843  0.904
s6 0612 0912 0985 0941 0943 1000 0983 0965 0985 0950 0960 0916 088 0916 0867  0.962
s7 0694 0952 0960 0931 0927 0983 1000 0954 0994 0975 0975 0901 0801 094 085 0973
S8 0721 0946 0961 0886 0866 0965 0954 1000 0960 0966 0972 0931 0874 0954 0916  0.980
$9 0703 0948 0957 0907 0909 0985 0994 0960 1000 0969 0973 0880 078 0930 0838  0.965
s10 079 0989 0929 0889 0875 0950 0975 0966 0969 1000 0987 0919 0832 098 0900  0.990
sl 0762 0974 0941 0899 0884 0960 0975 0972 0973 0987  1.000 0915 085 0975 0883 0985
s12 0595 0881 0940 0937 0909 0916 0901 0931 0880 0919 0915 1000 0965 0935 0959 0955
s13 0509 0783 0888 0877 0853 0838 0801 0874 0784 0832 0825 0965 1000 0862 0962  0.889
Sl4 0812 0980 0905 0872 0848 0916 094 095 0930 098 0975 0935 082 1000 0927  0.986
s15 0633 0865 089 0873 0843 0867 085 0916 0838 0900 0883 0959 0962 0927 1000  0.938
FER(R) 0755 0972 0958 0922 0904 0962 0973 0980 0965 0990 0985 0955 0889 098 0938  1.000
2.4.3 HWERFEIN  PIEC2.2.17 I FEAERZNE  R3 MU#tEREIANEFEERR S BIZESER
P 113 -B- L WE AL AR Mt Rz 25— X BRI W, 2 MBS

“21VIUR GG SRR E , 10 R G IR ISR Y
HPLC X M 48 SO R RS A TS FUAR A . SR JeAT b 4
6. 12 5 @RI HIFE Ao Bz 2K REAEAZ XU | 11-9¢
He-p- CBEFLAR , FEILIET 3.

f
1668.12 4
LR A
1250.45 a2
5 I VIR IE-p- R FL R
< 832.774
g
e
415.10 -
. £y 12 1“
957 2 s K s . i“ 1 e
0 20 40 60 80 100 120 140

t, min
B3 XtRmEHPLC
Fig3 HPLC chromatograph of substance control

244 FLEWEMACHHT 4R IEE 15 A
U, UG TR BB o £ g e ST B A 85.7% , TR LR 3
(A S1HEAE i -5 HARE 5 He g, Bl 13,14 15 537 i
A REAEAE T S, WO HERE i R A T 5 S0 54T
AU HAY 14 L (S2~S15) B S EAT A SE 0] it 5
XiF HE () HPLC B X HEFG A, 12 50 11-$ 3k -B- £ L
T PRV R W TR R R 40 5 BE 35, /2 HPLC B h e
FE , LA B B ) R0 T R R 2 B O Al A X
T 125U PRI X (% B B[] A XoF 06 1 R R AR XA e O 2

(RSD), L34 £5,
2.5 ERHHH

PA15 AN A e g T AU A8 6 (x) B T4 HERERD 15
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Tab 3 Percentage of 15 common peaks area to total
chromatographic peaks area in HPLC finger-
prints of 14 batches of samples

e kg SR E 2, %
V) 86.7
3 90.1
4 88.7
S5 85.8
s6 86.7
7 905
S8 872
9 90.3
S10 89.1
sil 88.5
S12 758
S13 76.8
S14 828
s15 81.8
XH(R) 85.7

A R (14x15) F A Minitab 17.0 Rt T 248
MY LR 6, R 6 FTAL 2 TR
(1 BF T 22 BTN 94.4% , 3R 24 F R R Rl A
RPEORE S ) E A . 3 I AR (]
1 RO FR (WL T) 435045 2 A4 F o I - i etk
o FE R4 1=— 0.009x, + 0.003x, + 0.018x; + 0.036x, +
0.00Lx; + 0.003x; + 0.017x; + 0.59 Lxs + 0.696x; + 0.056x,0 +
0.1280x1,+0.263x1,+0.073x15+0.257x,,+0.068x15 ; F A4 2=
—0.009x, — 0.042x,— 0.142x; — 0.146x,4+0.025x; — 0.01 26, —
0.042x; — 0.7362x:+0.550x5+0.053x10 — 0.203x1,+0.234x,, —
0.041x154+0.089x,,+0.0340,5 (R H Xy v+ oxis Fon 5 A4
U AR IS TR FRL)
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F4 14#HFHHPLC Bl

LB UE R FE X R B Bt i)

Tab 4 Relative retention time of common peaks in HPLC fingerprints of 14 batches of samples

g5 ) $3 4 s $6 §7 s8 $9 $10 s11 S12 S13 s14 SIS RSD,%
1 0240 0240 0240 0241 0242 0241 0241 0241 0241 0244 0243 0250 0240 0240  LI3
2 0263 0263 0264 0265 0265 0265 0265 0264 0264 0267 0265 0272 0264 0264 086
3 0298 0298 0298 0299 0299 0300 0301 0302 029 0303 029 0299 0299 029 050
4 034 032 0342 0343 0345 0344 0343 0343 0343 0345 0M8 0345 0342 0342 047
5 0347 0347 0348 034 0350 0349 0349 0349 0348 0351 0350 0353 0348 0348 059
6 0454 0456 0455 0456 0457 0455 0458 0459 0460 0460 0459 0464 0457 0457 058
7 0735 071 0726 0726 0727 077 0M7 0727 06 06 0727 0729 0730 0729 034
8 0740 0740 0741 074l 0742 0742 0741 0741 0741 0742 0743 0741 0740 0741 013
9 0757 0758 0758 0759 0760 0759 0759 0759 0758 0758 0760 0761 0758 078 013
10 0829 089 081 081 081 0832 0832 081 081 080 0830 082 089 0818 04l
11 0951 0952 0953 0953 0953 0953 0953 0952 0952 0952 0953 0953 092 092 007
12 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000 0

13 LI3d4 L3 L3 L3 LIS L126 L1260 1127 L1127 LI28 L3l L3l LI33 L7 026
14 LISO L1455 L4 L4 L1430 L4 L4 LS LIS L6 L4 L7 L1449 LIS 019
15 1157 LIs6  11Ss LIsS LIS LIS LI5S LIS6  LIs6  LIST  LISS  L1s4 LIST  LIs6 009

&5 14L& HPLC BiL £ HIEMN BT IEER
Tab 5 Relative peak area of common peaks in HPLC fingerprints of 14 batches of samples

ity s2 $3 s4 $5 $6 s7 S8 89 $10 sl s12 s13 sl4 SIS RSD,%
1 0457 0411 0484 0496 0393 0489 0446 0438 0424 0434 0459 0428 0404 0432 7.12
2 0484 0465 0481 0358 0232 0269 0261 0293 0309 0257 0433 0325 0514 0320 2743
3 0252 0251 0264 0353 0282 0180 0225 0208 058 0088 0251 0202 0264 0266 2092
4 0972 1093 LISL 137 0971 0878 0945 0743 0969 0814 1030 087  LISI 078 1753
5 0514 0518 0557 0627 0576 0706 0575 0447 0603 0615 0644 0633 0557 0448 1285
6 0162 0154 0133 0236 0177 0190 084 0232 0293 054 0155 0147 0133 0272 2741
7 0310 0211 0420 0416 038 0392 02600 023 0370 0355 0300 0333 0420 0362 2017
8 1879 1994 2044 2176 1775 1884 1420 1759 2074 2114 2083 2185 2077 20600 1074
9 179 1991 2061 2096 2156 1889 1650 2054 1730 2041 1701 2104 2261 2077 951
10 0116 0179 0174 0183 0188 0114 0166 0165 0112 0146 0172 084 0174 0147 17.08
1 1687 1499 1712 2012 1702 1482 1400 1287 1683 1516 1685 1315 1712 1452 134l
12 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000 1000  1.000 0
13 0844 0741 0929 0781 0821 0692 0755 0723 0674 0763 0838 0880 0829 0738 931
14 0398 0270 0323 040l 0207 0227 025 023 0341 0320 0409 0308 0360 0280 2162
15 0420 0416 0552 0530 0397 0557 0510 059 0460 0520 0515 0513 0552 0349 1450

Fz6 20 EMSEFHFMEENTZRTEE
Tab 6 The characteristic value and variance contribu-
tion ratio of the two principal components

x®7T ERSEFEEERRY
Tab 7 The coefficient between the principal compo-
nent and the variable

ERART FEIER Tk, % R ETHE, % W5 EHAHET 1 FHAHET2
1 1.847 45 % 10" 68.0 68.0 1 —0.009 —0.009
2 7.180 48 x 10" 26.4 94.4 2 0.003 —0.042
TR T LA v v 78 B R B AR, : e o
ﬂ‘j)ﬂz X143 EEHZ%% 2 ':F' s X5\ X9 145 %R&Q@THEiﬁij( 5 0.001 0.025
HYN 10 xue 24 F 5 16 A~ AT 0605 i R 6 0.003 —0012
ﬁ’ﬁﬁ@m Fé—] 4 Hﬂ@‘lﬂ%ﬂ x9\x8\x12\X11\X11i:_5/\j:tﬁ ; 825 :83:2
g I T R4 A A R s ARt A e ) S (A AR A (e ) 2 0 0,696 P
8%%[19%3%7%%) FOARES T 8.9, 11,12, 14 54 1% 10 0.036 0.053
X A ) 5 AL PR R R A R E RN R 3 2;? ‘gi’i
(FRiJE 8 519 vﬁiﬁj\) . 5 007 ol
3 it 14 0257 0.089
15 0.068 0.034

WG EEST T 15 /N4 i e HPLC F5 8011, 1
HEFE i A 15 N A I (lswttﬁnuﬁfiﬁdtﬁiﬁ
St MO AAI AT ), HAE N T o 34804, 4090
Witz 25 FEAEAZ AU 1 1R - B-Z B I9R «
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B E B ZIAERRBETEANENESTNE Tk, FRALPELBRRIEROSIYE, Fik RAGRERME
PR E SR MBS A F, &k A ) Waters Cu, RN AR A W BE-7K (70: 30, V/V) , ik 4 1 mL/min, %0 5% & 4 327 nm, A£2 %
30 C, AR A 10 pL; AIBL T F SR NE A B A RKIGAF, YO0 R ek 3 FRIRAT I 4 KA &, R E Xt
HACIE L IR LE A a5 QWP R QoM iFh A 535, AL i 5 8- L) | 6L | LA 1) AR
W&, R EGRB R RAER mab T, &R . FANBHFZTEMEE A 04~41g(r=0.999 9); ¥ ZHE MK TAHK
X #g RSD 3N F 2% (n=6) ; AR EDIL % 4 96.75% ~102.03% (RSD=2.06% ,n=06) . HAKAFL HILR T E A AN 1045 K
(mL/g) \i% . 15 min A28 h, AT fF-F 3L iF £ 4 0310 7%, F3H EANEAEH 0418 0 mg/g; R L b 6T L AHEL
5 B- BRI EL 4] 1:8(mL/g) | eLA~R E 50 C L L&) 3 h, BT 4F-F 3 6,65 4 69.43% , -F ¥ L& A3 5 4 58.89% , - 3 L4
WiF i FE A 14.15% . 48 TS TN R 7 =B MR VEA BT AT R EL SR IR L E A A5 T LR TAT,
KEER AR ROBE  H A f- A s B R MBS Bk &k ik EXURI RIRT Y 618

Optimization of Extraction Technology of Volatile Oil and Inclusion Technology in Quhan Zhufeng
Granules

ZHANG Zhirui', LI Xixiang®, LI Shenghua’, LI Jiwen’, BI Yingyan’, WANG Xuemei’ (1. College of Pharmacy,
Gansu University of TCM, Lanzhou 730000, China; 2. Scientific Research Preparation Center, Gansu
Provincial Hospital of TCM, Lanzhou 730050, China)
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