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Content determination of 6 components in Jinlian qingre granules by QAMS method based on a variety of
internal reference substances

HE Min', MAO Shan', LI Lin®, NI Haifeng®, DU Qingyu', YU Yongjie"*', ZHANG Xia"** (1. School of
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ABSTRACT OBJECTIVE To establish a quantitative analysis of multi-components by single marker (QAMS) method based on
a variety of internal reference substances for the content determination of 6 components in Jinlian qingre granules, such as
mangiferin, 2”-O-f-L-galactopyranosylorientin, orientin, veratric acid, vitexin, harpagoside. METHODS The determination was
performed on Agilent Eclipse Plus Cis column with mobile phase consisted of acetonitrile-0.1% phosphoric acid solution (gradient
elution) at the flow rate of 1 mL/min. The column temperature was 30 °C, and the detection wavelength was set at 270 nm. Taking
orientin, vitexin and 2”-0-B-L-galactopyranosylorientin as internal references, the relative correction factors (RCF) of the other 5
components to be determined and internal substances were determined by QAMS. The contents of 6 components in 21 batches of
Jinlian qingre granules were calculated and then compared with the results of the external standard method. RESULTS The contents
of mangiferin, 2”-O-B-L-galactopyranosylorientin, orientin, veratric acid, vitexin and harpagoside in 21 batches of samples were
determined by QAMS in the range of 0.234-0.516, 1.804-2.270, 2.143-2.606, 0.190-0.223, 0.594-0.782, 0.080-0.152 mg/g; the
contents of them determined by external standard method were 0.235-0.523, 1.798-2.265, 2.137-2.599, 0.190-0.224, 0.597-0.786,
0.077-0.151 mg/g, respectively. The percentage difference between the results measured by the two methods should not exceed
4.00%. CONCLUSIONS QAMS has been constructed for the simultaneous determination of 6 components in Jinlian qingre
granules based on a variety of internal reference substances. The results obtained by this method are not significantly different from

those obtained by the external standard method, and can be used for the quality control of Jinlian qingre granules.
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2.1 BHEHEIE

2.1.1 PR i A

B4 ST OB RE & BRI, RS B PR A2 0.5 g,
BT EIEREIEI RS A 50% FEE 25 mL, % %€, FR
FE T 5 A (TR 250 W, A5 33 kHz) 30 mim , HUH i
e, VR AR R B BTt , #8250 s G i, DA 10 000
r/min &0 10 min, B IERAE R AR TA R -

2.1.2 RN R A A

G HRE B RS SR LR 27 -0-B-L- UM T
ZERCTT LR IR RIS PR X R R, in
] 1 B Bk BE 43 91 R 1,000, 1,000, 0.420 0, 0.350 0,
0.232 0,1.000 mg/mL F%XF & il i 25 T 5 A 28 W L 3 o
W i 6 RO B T W) — 5 mL 25 P o P P A R
FFER AT A5 B U B 53 5] iy 24.00,160.0,210.0,
35.00.,46.40,16.00 weg/mL R4 TR S VAT .
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22 @mik&H

{4 i+ &y Agilent Eclipse Plus Cis (250 mmX4.6
mm,5 um) ; i SIAE R ZAE (A)-0.1% BEFR AT (B) 16 B
PEME (0~5 min, 97%B; 5~15 min, 97%B—95%B; 15~
25 min, 95%B—90%B; 25~91 min, 90%B—68%B) ; Jii
¥4 1.0 mL/min; K5V A 30 °C ; K %4 4 270 nm; i
FEE R 10 L
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%3] ElEyi S (ugL) r

R y=17273r+1 4843 0750 0~24.00 09998
HEED-0PL-FAIEH y=14528618 3253 5.000~160.0 09998
R y=20878c 6042 6.562~210.0 09998
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LT =19 3801427975 0500 0~16.00 09997
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JNEEFEISCR . G55 R PR 20 R -27-0-6-L-F 5
BEF 20RO BEPIR IR FG BB 09 P-4 A e
W 4% 9k 99.7%. 96.4% . 94.6% . 101.2% . 96.0% .
98.1% ,RSD 4315 3.00% .0.69% . 1.20% .3.30% .1.90% .
2.50%(n="6) , FIHZ 7 L UERTE B4
24 FUESERRRNSYH RCF &L
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LRV R ELI N 2F B K -2"-O-B-L-F FUBH 2P By,
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PRl HHED-OPL-FI M (RSD%)  ZEEAF(RSDI%)  HHHF(RSDI%)
i 0.843(0.75) 1.214(1.10) 1.249(1.30)
HHEY-0pL-FIE - 1.440(044) 1.482(0.65)
g 0.695(0.44) - 1029(0.23)
B 0325(085) 0468(1.30) 0482(1.50)
A 0675(0.65) 0972(023) -
e 0.489(0.68) 0.704(094) 0.725(1.10)
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2.4.2 RCFHIMEHE

H2.1.27 30 R IR AR BRSO A, F 2.2 R
T4, 43 5% Agilent Eclipse Plus CisF (250 mm X
4.6 mm,5 pm) . Shimadzu InertSustain Cis (250 mm X
4.6 mm, 5 um) . Agilent Zorbax SB-Cis#E (250 mm X 4.6
mm, 5 pm) , LA [ B 5 14 1 2008 A €4 335 {3 (Promi-
nenece LC-20A 7 &350 A {01i% 22 4t . Agilent 1260 Y 55
RO 1% 250 ) AT 0T, iR B DA ZE R R -27-O-
B-L-EZUMET 20 BT AR NS YR, 73 Ak 54~
FE A 5 NS RCE, 453 B7R , DIZE R 3K -2"-O-
B-L-2PZUBEAT ZERH A 34 i E A S
I, 5381 5 A Ff IS5 9 2 9 RCF 19 RSD 21/ 1
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FEIET 34 L4343 AIVE R NS, 55 A1 5 A FEil Bl
5N AExT R B BRI RSD ¥/ F 3.00% (n=6) ,
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4 ST PIURIARE 5 2 14, 43 3034 2. 1.1 7T R 5k
il 5 G S VAR, 2.2 T (i AR HEREI 52 L 43
K H ESM Fll QAMS 7 (DA ZE B2 -2"-0-B-L-F FLM 1 .
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ZER IR, PAZERL R -27-0-B-L- L FUMH 20 509
1 rﬁ&%t‘%ﬁkéﬂ’ﬁﬁ WZWIRT, >R H QAMS 1514 21

Hb 4 v PR 6 B4 EE A RSD ¥/ T 2.00%
5ESM i}ﬂﬂﬁéﬁ%% PD ¥ A K T 4.00%, 32 A BF 5844

A QAMS YEUER AT 5, AT AE 3NN S AT Al — - XF
TR R AFTE RS OL T [ I 4 2 T AUORE T 6 1> 1o
H%D—IL%%BO

I

x3 SEFHRITHA 6B S ENESM A QAMS EMEL R (mg/g, n=2)

] HHEL-0pL- PR Ll
4o QAMSH#: QAMSH#: QAMSH#
TR DEEE DEEEY0SL MLAE  THE  pD% ESM O DEEF DALAE PBE eDe ESM LEER DEEZY0BL DARE  FBE Do
LR e LY (RSD’%) WsH sl (RSDI%) hist CEUEEINSY Bl (RSD%)
SL053 0 0512 0515 0516(099) 135 2166 2167 2181 2174(046) 037 0204 0208 001 0202 0204(186) 000
202 0279 0275 0276 0277(075) 072 2119 215 219 2120047 014 0206 0210 003 0204 0206(184) 000
$ 0285 0286 0281 0282 0283(093) 070 2024 202 203 20804 030 020 0213 0206 0207 0209(181) 048
S 029 021 0275 0276 0277(075) 072 2054 2050 2063 2057(045) 015 0211 0214 0207 0208 0210(180) 048
$S 0280 0281 0276 0277 0278(095) 072 2009 2066 2019 2072(044) 014 0205 0208 0202 0203 0204(138) 049
S 0265 0266 061 0263 0263(096) 076 2012 2011 203 207004) 025 0211 0215 0208 0209 0211(179) 000
ST 028 0283 0277 0279 0280(109) 071 2011 2000 2022 2016(042) 025 0200 0204 0.198 0199 02000161 050
S804 02 0270 0272 0272(093) 073 2018 2006 2008 202004) 020 02001 0205 0198 0199 020(188) 000
890297 0297 0292 0294 0204(086) 102 2035 202 2045 20090045 020 0202 0205 0.198 0200 0201(179) 050
I 0309 0309 0304 0305 0306(086) 098 1912 1911 1922 1917(041) 026 0190 0.1% 0187 0188 0.190(199) 000
SI 0327 038 0322 034 0325(094) 061 2031 2031 2043 2037004 029 0204 0208 0201 0202 (]204(186) 000
SI2 0306 0307 0301 0303 0304(100) 066 2003 2003 2013 2008(035) 025 0200 0204 0197 0198 02000189) 000
SI3 0235 0236 0232 0233 0234(089) 04 1798 1798 1809 1804(043) 033 0197 0201 0.194 0195 0.197(192)  0.00
SI4 025 0256 051 0252 0253(105) 079 1936 1936 1947 1942(040) 031 0211 0215 0207 0209 0210(198) 048
SIS 0255 0256 051 0252 0253(105) 079 1936 193 1947  1942(040) 031 0211 0215 0207 0209 0210(198) 048
Sl6 0313 0314 0308 0310 0311(098) 064 2022 203 2033 208035 030 0203 0217 0210 0211 0213(178) 000
SIT 0368 0368 0361 0363 0364(099) 109 2071 2012 2082 2077(034) 029 021 0215 008 0209 0211(179) 000
SI8 0369 0369 0362 0364 0365(099) 109 2265 2264 2276 22700037 022 0224 028 0220 021 023(195) 045
S19 0357 0357 0351 0353 0354(086) 084 215 21 2165 21600036) 023 0213 0217 0210 0211 0213(178) 000
S0 0355 035 0348 0350 03510103 LI3 2040 2039 2051 2045041 024 0203 0207 0200 0201 0203(186) 000
2004 03 0341 038 034008 087 2014 2120 231 2026(033) 009 0211 0214 0207 0208 0210(180) 048
T B i
. QAMSH#: QAMS: QAMSH:
%5 BSM  DEFHZ2-0fL- DMEEIF THE PDI ESM ERE DEERE-0pL- MM PHE O PD%  ESM DERZ2-0BL- DR THE P
FEEINS sl (RsDi) WBH RS sl (RSDI%) IS sl (RSD%)

S 259 2.5% 2616 2606(054) 027 0151 0132 012 0155 0152038) 066 0786 0782 0782 0.7820.00) 051
2 um 204 2036 2200038) 036 008 0.084 0,084 0085 0.084(069) 241 0644 0641 0642 06420.01) 031
$ 2% 2054 2267 22610040 035 0112 0114 0.114 0114 0114000 LT 0645 0642 0642 06420000 047
s um 2179 2090 2185(039) 037 0120 0121 0.121 0122 0121(048) 08 0631 0628 0629 0628(011) 047
$5 8 2,189 2000 2195(039) 037 0116 0.118 0118 0119 0118(049) L7 0636 0,633 063 0634(001) 031
S 2288 288 2302 2295(043) 031 014 0125 0.126 0.126 [)126(046) 160 0650 0,647 0647 0647(0.00) 046
s 2297 2097 2301 2304043) 030 0123 014 0124 0125 014047 081 0642 0,639 0639 0639(000) 047
88 2259 259 221 22660040 031 0121 013 0.123 0124 0130041 L& 063 0630 0631 0630(0.11) 047
9 um 2179 2090 2185(039) 037 0145 0145 0.146 0146 0146(040) 069 0630 0627 0628 0628(0.11) 032
SI0 2160 2160 273 2167004) 032 0109 0110 0.110 0111 0110052) 091 0610 0.607 0608 0608(0.12) 033
si23m 2369 2385 23770048) 035 012 01D 0.123 0124 0123(047) 082 0678 0674 0675 0.674(0.10) 059
s 23 231 2335 238(043) 026 0115 017 0.117 07 0u7(000) LT 0635 0633 063 0633000 032
SI3 213 2135 2150 2143(049) 028 0102 0.104 0.104 0.104 0104(000) 194 0597 0.5% 059 059%(0.00) 030
SI4 2264 263 2077 22000044) 026 0101 0103 0.103 0103 0103(000) 196 0631 0.628 0628 0628(0.00) 048
SIS 2264 263 2077 22700044) 026 0101 0103 0.103 0103 01030000 196 0631 0628 0628 0628(0.00) 048
SI6 2446 2444 2459 24320043) 024 0107 0109 0.109 0110 0109(053) 185 0665 0.662 0662 06620000 045
SI7 254 2511 257 2519(045) 020 0119 0121 0121 012 01210048) 167 0680 0677 0677 0.6770.00) 044
SI8 2537 2536 2551 25440042 028 0119 0121 0.121 0121 01210000 167 0701 0.698 0698 0698(0.00) 0.4
S19 2417 2417 2430 2424(038) 029 0104 0106 0.106 0106 010600000 190 0.6 0.663 0664 0664(0.01) 030
$0 2309 2309 2335 23160043) 030 0077 0.080 0.080 0080 0080(000) 382 0644 0641 0642 06420011) 031
21 23% 239 2410 24030041 029 0121 0119 0121 0122 0.121(126) 000 0667 0.664 0664 0664(0.00) 045
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