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AL, KA B RRAR G- BB REE, &4 A Waters CORTECS (150 mm X 4.6 mm,
27 wm) , ATHFKRGARDARFTHEERM, ARiEFH0.5 mL - min ', RBEERALF L

0.0440~5504 pg - mL 'ZRIFHEME X FR, FHDKEH101.49%, RSD=5.97% (n=9) ; N Lk 2
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Adulteration Inspection of Lonicerae Japonicae Flos in Yinqiaojiedu Granules

Qin Lili"*, Bai Guichang™, Zhang Hui”’, He Songhua® (1. Guangxi University of Chinese Medicine, Nanning
530200, China; 2. Guangxi Institute of Food and Drug Control, NMPA Key Laboratory for Quality Monitoring
and Evaluation of Traditional Chinese Medicine, Chinese Material Medica, Nanning 530021, China)

Abstract Objective: To establish the identification method for the adulteration of Lonicerae Japonicae
Flos in Yinqgiaojiedu Granules to investigate whether there is a phenomenon of using Lonicerae Flos to replace
Lonicerae Japonicae Flos in the manufacture enterprises. Methods: LC-MS method was used with Waters
CORTECS (150 mmx4.6 mm, 2.7 um) as analytical column, acetonitrile and water were used as mobile phase
for gradient elution, the flow rate was 0.5 mL-min"'. Results: Macranthoidin B showed good linear relationship
in the range of 0.0440-5.504 pg-mL"', and the average recovery was 101.49% with RSD=5.97% (n=9).
Dipsacoside B showed good linear relationship in the range of 0.0458-5.720 pg-mL"', and the average recovery
was 104.71% with RSD=4.99% (n=9). Conclusion: The method is sensitive and accurate, which can be applied
to adulteration detection of Lonicerae Japonicae Flos in Yinqgiaojiedu Granules.
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LC-MS
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R R i R MUORL PR R AE L R AT L R
IF L IREB, BT () L REEE AT
ALK L. N (P AR LRI 2 4 )
20054t , A ERAE SR8 AR AE AL ERAE
RABHEY) B2 G AL RO ME— R R IR, oAt
AR LERAE . SRR BISI IS, P ZAl
75 b WA P 8 B AE B AN SRV T L AR AR AU
A LUMB 2G4t . 24 D SCHR A B, AR
BAETEAL o> IR 25000, IR AE & A G4
AT AT W R ARAR AR AE W KB B A
& NS AT M, SRR R ORLAL 75 bR W
FHAARAE, AR SCILEE 7 R A AG A R 15 A
JEM AR . A= el S AR L
PAERE SHAEBORI IS, AROFTEXT R 2 B0k
PEAT SR I A I

12607 BB AR (%4, Alltech 3300 ELSDZE & 6K
MES, ML204RVH 43 BT KT (MR8 -0 R 24X
P A RRAT ), Hei-VAPHEUER; 22 &4 (fE[E
Heidolph/AH] )

JKEEZ AR S (h EE 25 ik e i
Bedefit, HtE e, #5111814-201604, #
H94.4% ) 5 JISEWrRAT £ (P 2 S R e F
FEBEdRAL, HEEEIE ], 5 111813-201403,
TH92.2% ) 5 KiEE (b E R 2 A E I B
PO, HEEENE A, #5100106-200303, &
100% )

ER AR R ORI 1O o LLARAERE S 104, 287
VG 24 i RS 6 T BT SR R A 2 A S S LR
1, FEILEEL,

SERACREM 3, 2807 VE R 24 AL G 50 T BT

1 IR EE IS E N EHAE, TEILR2,
Agilent 6460 =H PUBAT B AL, Agilent
1
b= LGS g P
1 HIARAE 1 i) JRE B4 Lonicera macranthoides
2 1ARAE 2 =M IRE B4 Lonicera macranthoides
3 I14RAE 3 i) Wi T 2L 4% Lonicera fulvotomentosa
4 1I4RAE 4 T W B4 Lonicera fulvotomentosa
5 LLARAE 5 il RH LA Lonicera macranthoides
6 1R AL 6 Wk IRE B4 Lonicera macranthoides
7 HIRAE 7 Wik TRH B LA Lonicera macranthoides
8 1R AE 8 i) IRE B4 Lonicera macranthoides
9 HIERAE 9 pAN) TRH B LA Lonicera macranthoides
10 114R4E 10 FANi] KB4 Lonicera macranthoides
2
J¥s LGS FEH P 3/
1 SAHAE JUAR)TM 24 Lonicera japonica
2 GARAE 2 IRl 24 Lonicera japonica
3 GARAE3 JTYEEM 24 Lonicera japonica
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2 20204 R — R ILERAE [ Eratillse ] WUF ik, WilE
R R B 104t LLARAE KB B 2L A 4T 2 55 1 22y
2.1 BHORSE, 4PRNER3,
M Jr s Fe I (oA R L 24 i)
3
75 Ffbh 5 NS 2tk 1% IKRHBBAIBAT 54 1% B %
1 IERAE 1 3.267 2.489 5.756
2 LIERAE 2 0.356 5.156 5511
3 ERAE 3 1.889 A 1.889
4 LIIERAE 4 5.100 ARAG 5.100
5 ERAE 5 ER 5.278 5.278
6 IIERAE 6 A 5.933 5.933
7 ERAE 7 0.522 5.844 6.367
8 LIERAE 8 A 6.856 6.856
9 ERAE 9 A 7.667 7.667
10 LR AE 10 0.311 8.467 8.778
T NZWrEtr SRR 0.02%; KEBZAL BT LR RN 0.01%.
2.2 fifp e UREARADURE A

P SCHRARIE , R AEA & sl DK E B
BARAT LSS 2
3

5%

FERR R, B A% 55% IR AE, Hi
R At ORE AL B L 4B A 5% LR AE Y 4R 8

4
4.1

O3 Waters CORTECS (150 mm x 4.6
mm, 2.7 um) , LLZHERTSIAHA, KA A
B, #RABFIATH; FHE 0.5 mLe min™'; A
M35 °C, #HFEEAS plo

4

1] /min 7K 1% L& 1%
0~5 95 — 80 5—20

5~ 10 80— 10 20— 90
10 ~ 13 10 90

13 ~ 135 10— 95 90— 5

135 ~ 19 95 5
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4.2

KB AR (ESI) , Z2RVET
W (MRM) 5 TSR : 350 C; ZEihav)E
J1: 40 Psi; TIRSWE: 5L min’'; BRI
JE: 350 C ; #WMAHE: 10 Lo min™'; B
L : 3500 V; BEBEHR: 500 V.

4.3

ST, BHKE AL NIk
Wrig & BoKIR (AR ) XA, AR HORS A/ 43
Fit, i Agilent OptimizerFi 5L AL AR AL
BSENRS,

5
G % BB ¥ THT PR /V HFAERE R /V
1 KA AT 1397.7 1073.5° 230 41
1397.7 603.2 230 97
1397.7 4713 230 100
2 JNZEWT R 2, 1073.6 749.3 240 41
1073.6 323.1 240 29
3 KR 137.0 92.9" 130 16
137.0 64.8 130 32
e 7 ERE T
4.4 B50 mLiit, K& MANFRE 1.0 mL, #

SR, K IRIE A bR . BUK
R T R 10.63 me, AHEFRE, 100 mLEifir,
PN BT R R 2R, B34 mLi$106.3 wg
(7K R A B W
4.5

R B PRIBUKEE B AAT C X BRI 11.66 mg.,
JSEWT A 2 X IR 5 12.41 mg, 439120 mLiEiH
I EEA RO R ZIE, 5, B
WZH2.00 mL, B [F—10 mLEHT, H150% B
BRZIE, %5, W35 mL&&100 wefiRe
XoJ FE A A8 VS R

3 K e BUR A X B b & Vs T B R
P A IRGE i, 50% F BEH] AR mLAS 0.1,
0.2, 0.5, 1.0, 2.0, 5.0 wgHRERRER (H
KRR E S M1 e mL™') .
4.6

PAS i iG i, BFAH, HRZ91.0 o, FEEE,

V@O i ARVACEUTICALATIAIR

N EEZ545 mL, WA (PR320 W, SR
40 kHz) 1 h, ¥, MW ERBERZZIE, 75,
YR, RSB ISLIEWR2.00 mL, 10 mLEET,
In50% W AR R AR, 25, fFLIERE (0.22
pm) JEE, HI15.
4.7

3 K 5 T BBUIR A5 0T Lt V8 5 3 T TR
5 wL, FEARRORAE GRS - RIS,
E, NArE &SRR B LR T L . )
SRR LR i
4.8

W “4.5” T (IR A 6 TR, E R
T, AR AR L A R R e, KW
JRH B A RAF 2750.0440 ~ 5.504 wg- mL™',
JI LW B 4F 2. 760.0458 ~5.720 g mL 'k~
RRILF,

zhgysh



2021 12 35 12 1379
6
%' % AL FER A B U5 SO 2 MR (pg - mLT)
1 KEERLBI L Y=1.0534X+0.02242 0.9998 0.0440 ~ 5.504
2 JNZEWTEH & ¥=0.6988X-0.00578 0.9995 0.0458 ~ 5.720

T YFRRBIER T (f= Brgman / Wbrigmpl) ; X ARRKE (pg - mL™) .

4.9

HE — B s v (FE2) |, HRPITI A
M, HEEME6U, M ki mi, 455K
i BAA B CWERBIIRSDMO0.71% (n=6) , JI|
SEWr R LT FUIRSD N 1.08% (n=6) , FIAA
RGBT
4.10

WA —HERE S (FE2) , Rl 0y Jr kil 4
oM R W, A EERES WL, AT A
KM E, GRKEEZLBT P EERN
0.3149 pg- g', RSD=2.43% (n=6) ; JI|ZLH
HAF O 5 0. 0667 wg g, RSD=2.49%
(n=6) ; RUNENEZ MR
411

Xf ] — gt (FE2) , sl TEo
4.8, 12, 16 hilllg, W5k, 458K
HEAZLXBH LT ERF0.3024 mg- g,
RSD=2.53% (n=5) ; JI&WiaH 2 FH &N
0.0637 mg- g ', RSD=2.41% (n=5) , FHEEM

HRAEL6 hAERE o
4.12

FEEPRBURE B A B H O I 11.66 mg,
BE20 mLEf, i EA RO R R 2, R
A1, PRSI E2.00 mL, #25 mLEHA, i Eg
R EZ R, 5, B35 mL70.04403 mgf K
B AL B O RS

R AR ST e AF X B fh12.41 mg, #
20 mLEJEH, I BRI EZIE, 75,
PSSR E3.00 mL, 50 mLEIEH, i s R
B0, 5, BE41 mLE0.03433 mgi)1| 22
R N IR AT

zhgysh

Bl R (FE2, HPR#EEZALR
HEHEH0.3149 mg- ¢' JILEWRIFZ & &
0.0667 mg- ¢ ') , W4, HLZ0.5 ¢ (9y) , K
BRRAE, ES0 mLET, ARSI A K B2
L AAF 2 BRI (0.04403 mg- mL™') 2.00,
3.00. 5.00 mL (&3 ) ; AGE A ZE W8 A
X BB AE (0.03433 mg- mL™') 0.50., 1.00,
2.00 mL (#5307 ) , UL E T2, Hl
BINAE DR S, HERE, M. AR InERT .
8, FUANILAMERE K4
4.13

WNZ W 17 . KE B A BT LR
HE P AR R i o OB L RRE R 1 o, REERFRE
FEE AR A X BB (HIEZ10 ng - mL™")
2.0 mL (JEEKF0.02 wg - o), Fepbiad i
28 7k, [RIVR SRR S, 25 SR ke
IKF0.02 g« o MIEERES I ZEWT R £ . JKES
BRAXBWCENE., B ERILR T3, 24
B BRI, U NS e 4. K
BHLB L HIKIIRH0.02 pe - o'

4.14

BUNZEW 1 . KH R A BT AR
HE 1 AR R T R BSR4 1 g, REEFRE
i I AR A X B (WRIEZ910 ng » mL™)
6.0 mL ( ITEEKF0.06 we - o), Fiefbid g
Pl T, RERSOINFERE SR, 25 SR InFEK
F0.06 g+ o MIMEERER I SEWT B £ . IKEE
BABACEME .. EEEFEREHRTI0. &6
ZRERER LY, NS BT L . KEEL
B LM EERYIH0.07 e - o
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;
BE OBUER G BRAR g Wi mg  C OO CSHO e e pHmR e RSDI%
A /mg

1 0.5224 0.16448 0.25427 0.08806 101.96

2 0.5244 0.16511 0.25321 0.08806 100.04

3 0.5011 0.15778 0.24412 0.08806 98.05

4 0.5438 0.17122 0.31231 0.13209 106.81

5 0.5241 0.16502 0.31076 0.13209 110.33 101.49 5.97
6 0.5303 0.16697 0.31178 0.13209 109.63

7 0.5011 0.15778 0.36684 0.22015 94.96

8 0.5086 0.16014 0.37085 0.22015 95.71

9 0.5022 0.15812 0.36936 0.22015 95.95

8
G5 MR BA g W mg OO e R % RSDI%
AL /mg

1 0.5224 0.03485 0.05158 0.017165 97.47

2 0.5244 0.03498 0.05239 0.017165 101.41

3 0.5011 0.03343 0.05047 0.017165 99.28

4 0.5438 0.03628 0.07406 0.03433 110.06

5 0.5241 0.03496 0.07167 0.03433 106.92 104.71 4.99
6 0.5303 0.03538 0.07444 0.03433 113.79

7 0.5011 0.03343 0.10410 0.06866 102.93

8 0.5086 0.03393 0.10742 0.06866 107.04

9 0.5022 0.03350 0.10455 0.06866 103.48

4.15 BABWC, BN BITL ., KEEBELRTL

B ERITR O, W 104k A AR AR ARSI/ T8 A 5% 1AL B SRR 2 URL AT
AV AR FE R . AU ORI A LA, AR, A R R . X IRAL L BA
BAS% R R R BRI A, 4R ANR9. 5% 1LV AL HIAE ity 55 i 05 LR 7t 2 ORI ASE i 11 35 L
G R, 1O AR IIRG I N S B LUK S KT, 2.
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9
o JIEEWT BT o Fie /K ERL R L&/ i . 58 A 5% IR R
e O N E\E.’E/(mg'g ) v
(mg-¢g") (mg-g") FEh A
1 0.263 0.056 0.319 INT
2 0.068 0.315 0.383 INF
3 0.061 0.300 0.360 INT
4 0.035 0.212 0.246 INT
5 0.036 0.226 0.262 INT
6 0.036 0.223 0.259 INT
7 0.012 0.023 0.036 INT
8 0.007 0.008 0.014 INT
9 0.047 K 0.047 INT
10 0.003 ER A 0.003 INT
FEHDURE 0.0006 0.0005 0.001 INT
BA 5% 114R 0.090 0.298 0.388 /
AR
K10 X10* mmmn X s
08 08 08
06 06 06
04 04 04
02 02 02 ﬂu\
! 5 10 [ ] 5 10 15 0 U 5 10 15 F
t/min
1 5uwg- mL™
5% 2
?d?-; mifiﬂ%m Rx102 Rato=88(1075% %xw? Ralio=76(1113%)
g i % n § 4
2 g2 3 »
i : s i
¢ 07 f; 08 ‘( & 25
0 24 | .
o w / \ N
gi O-f / \\ﬁ 05 /\
. N 0 T , N
“ 8‘35.‘48‘5 8‘68‘7 5188‘95‘19‘1 9.‘2 9‘39‘4 9‘59‘6 9‘79‘59‘9 1b161 816 8.‘8 é 9.‘2 914 9“6 918 1b -161- o4 96 o8 o 102 104 06 108 n
98408 4087680 8 910200008590 97 2050 0101 eqtinTomyn 8 ey
t/min
2 MRM
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