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WE:BM A5 law R e PH5RLRLEE 7k FE  RAR G B0k E# $ B3 (UPLC - MS/ MS) & 2 4] 7 &
REEDLLALHFT(MB) A F . & 45MH, &% A Waters ACQUITY UPLC® BEH C, 4 (100 mm X 2. 1 mm, 1.7 wm) , & 3548 %4
0. 1% V&g (4 8 mmol / L WEk4E) — LM (HFEZEBL) ik 4 0.3 mL/ min, HiE A 35 C, BT A 5 pl; A&, w5 &7
R (ESD), f 8T 4245 ,v4 % Ko S (MRM)AEX ,MB 892 28 T34 m/21397.5 > 1074. 5. 88 MBRZREAL 0~9.214 pg/mL
RN EE@REMEX R RAF(r=20.9993) W% E A T EXBLERY RSD 30T 5.0%; -+ ¥ mif el f 4 93.63%,RSD
H 4.35%(n=9) .29 BRAE S P 19 Bk ik MB, 24 Z R THGTRARE EIL ErkF BRR, IREZH, ok Ed &R
AR TR A R AR U R o IRk POL AR S L, TR Tz A 69 R SR
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Determination of Lonicerae Flos in Xiaoer Kechuanling Oral Liquid by UPLC - MS / MS
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Abstract: Objective
Methods

To establish a method for detecting adulteration of Lonicerae Flos in Xiaoer Kechuanling Oral Liquid.
An ultra - high performance liquid chromatography — mass spectrometry (UPLC — MS / MS) method was used to
determine the content of macranthoidin B (MB) in the preparation. Chromatographic conditions as follows: the chromatographic
cloumn was Waters ACQUITY UPLC® BEH C, column (200 mm X 2.1 mm, 1.7 wm),the mobile phase was 0.1% formic acid
solution (containing 8 mmol / L. ammonium formate) — acetonitrile (gradient elution) , the flow rate was 0.3 mL / min,the column
temperature was 35 ‘C,and the injection volume was 5 wL;mass spectrometry conditions as follows: electrospray ionization (ESI)
source, with negative ion scanning,and multiple reaction monitoring (MRM) mode were used. The quantitative ion pair of MB was
m/ z 1 397.5 — 1 074.5. Results The linear range of MB was 0 — 9.214 pg / mL(r = 0.999 3). The RSDs of precision,
stability and repeatability test were all lower than 5.0%jthe average recovery rate was 93.63%,with RSD of 4.35% (n = 9). MB
was detected in 19 of 29 batches of samples, but the content was lower than the proposed limit of impurity. Conclusion The

method has strong specificity, high sensitivity, fast analysis speed, stable and reliable, which can effectively monitor the adulteration

of Lonicerae Flos in Xiaoer Kechuanling Oral Liquid,and can be used for quality control of the preparation.
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Wi 22 11 IR ERAThRUE' S 2 JE e AR AL B R A I H
A 2 SR AR AR A 2 EOHE DA PRI 4 R A6 B0} ) FL 5K
PE PRI, K B AR 4 (MB) 2 LLARTE I FRE
PERGSY , AR AE H AN 022 - 230 AT I Ny, DA R
S AR B T 2GR TR S B A IR AL O I, AR ST
FULR A o 50 A £ % 5 B B % (UPLC — MS / MS) 7
Rz 750 v MB 5, LA 58N L i R 1 R P 4 R
TE IR B HRHE BL o BLARAE DL T o

1 UE5KHE

1.1 {Yz5

H - class / xevo TQD %Y 1 155 R0 AH €215 58 BK B 1%
ICORFFHERMEE < B > ARRZAFD ; KH - 250DB 74
7 VA (R L AR B M P AU #8 A PR 7] ) s MS205DU
A K TLE204E 7 # - KF (%1 Mettler Toledo 23 7] , K
JE43 532 0. 01 mg F10. 1 mg) .

1.2 X%

/N LN 3 AR (2941t , 9k P24l ,iB A - 1,
FEE B FRTORM B, I 1.25mL/ 3,1, LN
100 mL / i , Hi4x 20 10 mL / 32) s MB X 85 (b E &
i 24 R 2 W AT B, kSO0 111814 - 202106, 75 &
96. 1% ) ; fii Ak 4% FP R 4l ([ 245 B A Ak 24 R A BR A 7T
fit54 20201124) , it 45 & (it B2 2547 FR A /] L ik
58 20131103) o 25 M UK 4 4R AL G R 75 1] 1] Hp 250K
AA R A LS 4 230101) 5 LR AL VT 06352 (G [E 25 4
R A BR A 7] (A543 1) A 22123006 1122071303 ) 5 71
VY E A 250k A BR 2 \] (HE5 8 20221201) 5 W R4
7 2548 v 250k R A B\ (k5 220302) 15 R 5
(b R 25 3 250l A FRA /L 154 22121501) 5 95751
CEMTTZ AR 25 A BRA AL 5ok 221202) 5 M ik
R G AL RS AE 25V A PR 7] 4154 202109001) 5 477
(IR A P B 250K R A BRZAS L 414524 190301) 5 H-
(T A 2GR R B A BR 2 FD L S 240202)
JIE CEBULE S EZ5A BRA AL L5/ 20230301) .

2 HEEHER
2.1 REEH

o 3% 4 1 . {5 1% A F Waters ACQUITY UPLC®
BEH CISHE(IOO mm X 2.1 mm, 1.7 |.Lm) s B AN
0. 1% MW (& 8 mmol / LI RER ,A) — Z 5 (B) B
BE Ve (0 ~ 2 min BF 5%B, 2 ~ 5 min B 5%B — 75%B,
5~7 min 5} 75%B,7 ~ 9 min 5} 75%B — 5%B,9 ~ 12 min
I 5%B) ; Wi 4 0. 3 mL / min, £ K 35 °C, #FEER N
5 nLo

JE i A R B TR (ESD , B T3, £
Doy W (MRMO) =5 35 75 i = 1.000 L/ b #EFLS
T 250 L/ his B 77 SR B 550 °C 5 MB B & 3 74
Hmlz1397.5—1074.5,
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Tab.1 Samples information

A BE O OHE|AL BT BT | AL BT BE

A 20221001 A, 20117 E, 23050131 G,
2112020-0 B, 0216 E, 23011631 G,
2208009-0 B, 230105 E, 23040131 G,

C 202305002 ni2I E, 21031 G,
202201001 C, 2128 E, 212531 G,

D 220901 D, 02T E | H 2071 H
220902 D, N4 F, 20171 H,
21101 D, 20504 E, | T 221210 1,

E 22003 E, | F 22110306 F, 20910 1,
221201 E, | G 23050131 G,

2.2 A&

Xof HE A T PR MB X B i 10. 22 mg, K ZFRAE
B 100 mL 2B, i1 50% F R SE 25, FE ), A0 A
T £ T 5 A o B GE B, A 50% FR RGBS e 1 mL
25550, 4 g AOXT B S VAT

PER AR A BB 1 mL, B 50 mL &,
HAZ40 mL 50% MPEE, S (158250 W % 40 kHz, T [A])
ALFE 10 min, A, F 50% H i E 25, 757, RIS .

Xof AV TR - LA ARAE 28 125 ¢, 3/ N L 22 11
PRI A& T2 AR AR GBI 11812 R ] )
R I mL, & 50 mL 25 B H 5 R 3 h  Vh %
5 X B2 A VR

IAR 3 S R b T T A R AR B A 3% 1114R
6 /N )Lz i 72 11 IR P i 8 T 25 e it G 1) 5
K& I mL, % 50 mL 25 mf A, Fe itk il v )
D5 B 3% LLARAE A AR S VAT

IF A T A TR < e /N JL N Wity 2 11 IR A8 Ak 7 T
A A AR AE R BAPERR B GRS 1) R =L mL, B
50 mL 2 R, e ARt VA VR T B T v o BT X i
U
2.3 HiRFEE

LIRS 2. 200N 5 WA 15 o, Fe 2. 193
TR A TR AR I T i T R 4 SR A T
(Fit45-4 202201001 ) R A3 it 75 9 7 5 X6 BRIV R
3% A [R] £ B3 BRF 18] Ak 257 8 BAH o 110 € 3% 0, g B A ok
TR SRV TR AR A A (LS R 221210) X BR 245 B4 7R T
T P rp o IR Y g e, AT T Jm I R AT .
TEILE 1,

LRME I R AL G RE I 2. 2T R AR ST A
I, BT RS VAR R, AL AR 1 mL % 0,0. 007 9,
0.023 6,0.078 6,0.3929,1.964 3,5.8929,9. 821 4 pg
P R 81 XF FE S U 5 BB i, e 2. 1 00 R SR R A
WAE 0 s AR, DAXT BR Ba VR B2 (X, g / mL) A
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A TR (Y) AR AR AT A RS, 45 18] 09 7 F R2 MEEKRBLER(n=9)
Y=1733X - 84. 132(r =0.9993,n = 7) O%%%@Hﬂ ,MB Tab.2 Results of the recovery test (n = 9)
TR EAE 0~ 9. 214 wg / mL {8 [l PN 5 0 i ALk P ¢ HabE(ug) MAT(g) WEE(pg) =kE%) X(%) RSD(%)
R 2.80 2.36 4.91 89. 41
oz I BR 25 ¢ BOGT BE %5 (0. 007 9 g / mL) , H 2.80 2.36 5.04 94.92
ISP T B VAT LU AR RS, 482 2. 1 300 R 3B 4% (A R A ) 2.80 2.36 4.94 90. 68
FE L iC W TR L DA e e 24 Sk 32 1 AP i MIB Jif F vk AR 2.80 2.95 5.50 91.53
FRIBR , 4554 0. 2 ng / mL 2.80 2.95 5.42 88.81  93.63 4.3
A RS F L S X R (1. 964 3 pg/mlL) , 2.80 2,95 5.56 93.56
Fi2 2. 1 300 0 250 S AR A2 6 IR, i S TR 2.80 3.54 6.21 9. 33
ZERAYRSD 9 0.96% (n = 6) , FE L 2SHKE %5 BF LA, 2.80 3.54 6.40 101. 69
o M - ORI S A MR (L5 2 202201001 ) 2 %0 354 6.19 95.76

2. 1O IR A5 1, A R AR 22 GELBE 20 “CO e et 1 o o
’ JEE 1 X G VRS B, 452 2. 2 900 7 s A (R A R
0,2,4,6,8 h BT UEEEI G , 0 8 06 1 AL 45 5L % RSD ly e a7 i X

e e VL2 LR IR SR S 0 0 B, I

;j;fjo(n =5), RUMIELUAE IR 20 CHCE 8 h N E Tk T o 2.

5 U K A BB (IS 200201001) 24 HEEREEIE
UL, AT 6 63 35 2. 20 v LA 2O A AT I, 53 518 2. 2 T 7 ik 4
2. 13 R R P R , O 0 AR, E R IR TR B 2. DU B A PR U T o 0 1 A
BRI RSD K 2. 91%(n = 6), FWIPETEM R, FFITRRER A AR LR 3L 19 IRE B R MB(6 5

TIRE TR B < BURE S (165 202201001)0. S mL, A7 A FEA A 1, 1 ZER A il 2 R A )
Lo, B 50 mL A B AEHMAM P oSBT EN KHERC 2. 74 ~ 5. 61 pg/ mL.

BRI % BT % BT %
20230803336 MRM of 3 Channels ES- 20230803336 MRM of 3 Channels ES- 20230803333 MRM of 3 Channels ES-
100 521 1397.5 > 1397.5 (HZMRDZGY) 521 1397.5 > 1074.5 (HZMRDZGY) 8.03 1397.5 > 1397.5 (HZMRDZGY)
k 100 1,25 100 ¥ 16
0 T T ARRARAARAnALLy) t / min 0 ¢t/ min M ol VAT T Sl t / min
2 4 6 8 10 2 4 6 8 10
A, A,
BETEE % BT % BTHEE %
20230803333 1307 EV‘ARTH?'A%%E%\;\;‘DSZEG%) 20230803341 MRM of 3 Channels ES- 20230803341 MRM of 3 Channels ES-
> 522 1397.5 > 1397.5 (HZMRDZGY) ¥ 1397 5 > 1074 5 (HZMRDZGY)
1003 51 i 100 Ry 100 52 1o )
£ s
28 F 920 29594
054 15 | NER 11.93 W75 35’ 6% 806873 976997 1057
o e A i 0 lerrepmiprar et ot et  min 0 e ———— ¢/ min
2 4 6 8 10 2 4 6 8 10 2 4 6 8 10
B, C G
BT % BT % BT %
20230803343 MRM of 3 Channels ES- 20230803343 MRM of 3 Channels ES- 20230803268-2 MRM of 3 Channels ES-
100 14 12075 > 13076 (HZMRDZG(;; 1005 0% 649 7750 36,1397 5 > 1074 5 (HZMRDZGY) 100 52 1397 5 > 1397.5 (HZMRDZGY)
1
s 517 0 . 8.18e3
i P R
o I B AL bbbt 0 ‘ ¢/ min b A +/ min
2 4 6 8 10 2 4 6 8 10 2 4 6 8 10
D, D, E,
BTN ) % BT % TR %
202308032682 MRM of 3 Channels ES- 20230803329 MRM of 3 Channels ES- 20230803329 MRM of 3 Channels ES-
522 1397 5> 1074 5 (HZMRDZGY) 003 1397.5 > 1397.5 (HZMRDZGY) 1.08 514 13975 > 1074.5 (HZMRDZGY)
100 17165 100 608 79 100 4
5% s TS5 916 046 sor
245 44945 972 9% ost | 181305322 AR Loy THER g g
. 049 2282837\ (" . -l | | | i
0 T T T t/ min 0 t/ min 0 A A A / min
2 4 6 8 10 2 4 6 8 10 2 4 6 8 10
E, F, F,
S o e o N PO o . [= 20N =
ALA. B EBER BB, BB HER C - D ERZEER(C,,CHF A 202201001;D,,D, 565 4 221210)  E,,E,. izt

KB FLF, PRSI
A -F.E2BFAA A -F. #RBETAA
1 BFeitHE
A,,A,. Reference solution B;,B,. Reference medicinal material solution C — D. Test solution (C,,C,:batch number 202201001;D,,D,:batch number
221210) E,,E,. Spiked test solution F,,F,. Negative reference solution
A, — F,.Total ion chromatograms A, — F,. Extracted ion chromatograms

Fig. 1 Ion chromatograms
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R3 HREENELSER(ng/mL,n=2)
Tab.3 Results of the content determination of samples

(ng / mL,n = 2)

%5 4% | %5 4% | HT 4% | 4T 4F
A, 328 E, 290 | F, 409 G, 2.89
B, 3.98| E, 28| G 29| G 29
B, 3.04| E, 274 G, 2.84| H  2.98
C, 462| E, 274 G 297| H, 2.88
c, 561 | E 28| G  3.67
2.5 #BFHIEEREN

5 TR 5 A2 - 22 25024 % 220 0y LR A8 KE it
frar e, P IR B 2AL ARZA AEHBAE
IR AE 3 & A MB W53, & - 3E 5 5118 8. 16%,
3.57%,5. 32%,2020 4F- it € [ 25 3 (PUEB) ) aE 245 44
FVER R b R AR A3 3925, [a) sk 2% R 2] 45 A 7= Al il
2 T2 0 25 5 FUAR (] i R SRS AR I 158 22, A 412 5 PH %
T A o R R LR AR B RS H R )k BE & 5%, LA
3. 57% A€ MR AL MB B & &, %0 100%, K&
FEAM IR R 15% , B 5% AR AL RS 7N L% e 2 11
PR 2. 2 T 7 v il s A i ot V85 VB MUB 1) o Ve
TN AR T 4 we / mLOELAS 1) F18 g / mLOAAS 2) ,
TEAE R MB B 2975 W00 B /N JL % Wi 2 141 IR v 1L R
AEAB O 1) 05 TR U] Sy < A3l SV T i 1 v, #F 5 MB
Xef FE i s AR 1 T o B 1) T[] b A 75 1 B ] 2 33
W, 27 P AR (A% d m /2 1 397. 5—1 074, 5 (1944,
T TR B R T 0 I B VA VR (4 g / mL) o 0 fr U
TR (RS 1) Bl R T X6 BE St B B V25 9 (8 g / mL) 6
T Fr e T RELCE CRILAR 2) , DU Ay P AG: 1

YO UEZE T 5 B3 HEIARAE TR A, 45 /N L g 2 11
BB AL Ty Be T2, 43 3ol ol B 2 b ol 59 B B 6% 1L14R
AR A 32 2. 2 B0 J7 e il A sk i s U, 2. 19
AR AR R R R A i SR i 1T AR 445 A MIB 06 T FRAE
o7 T A L A X R FR BE S R RO T T I
ERACTE P R 2 o [) SR A B ah ) S T, T R i A
2. 200 5 A A, 4 2. 13 NI AR R
TSE 10 SR TR 45 SRS HE ) MB DG TR R (R 0 B A B
JEVRIR (4 pg / mL) LIRS AGE B LIERAEIB PR
3 iFig

R b, WA T O - K . OHE - 0. 1%
IR AW LM - 0. 1% W R % W (7 8 mmol / L H iR
B3N RG, IS S EIE AT 2 M, &
MAE NG - 0. 1% P ERIAE W (8 mmol / L REL ) R 450
KA B TR, MB R o {556 5 o MB RT3 1 F s AT K
22 R B A T R RS PR I sl A (1) 3
PN R, P8 50% FEEVE R RE S I $E 0 1), IR
FHERAE TR (8 4 ISR A s 1 7 s BURE 7, L&
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i 10 min, MB A3 2 38 BS54 o Filial ge v, HRORH B O
T W B, 430 FH 50% HH BRI B 1 X R O i R R, 3¢
2. VIR 56 A5 AR HERE I 1 S0 T R (A ), 5 57 [H]
—JREWRIE T Ay /Ay =0.85, Ut HA B0, b
J7 v H A SRR T MIB 1 5T 15 i LA 0 1 FH <A e

DR 2E T2 A o 1 2 i 0 R S TS LA B PR

mn SRR T ) o AT LR AE B D I, PR/ IN LR g R

ORI A T AHNES 25l B 70, 9785 A8

WA CH R JRE AR R LN - 98 K =

1 000 mL(FEAE 1) BN7K 2 500 mLGRIELAK 2) 7, X BE A

L T e 75 e 2 Pl R0 RS 1o 22 S5 T e A I R B

DA 3508 i L R M L 25 SRR I BB A A X

A AHIAR T8 OO BR B, 5t IR AT B SR WA s G 27

AN CAREAG B0 AEAE 7 il A5 107 ™ A 48 il [k

Y BT i, IR 4R

ZE L TR AR ZE v 7 T RN /N L g R TR

WP AR AE Y UPLC - MS / MS ¥, 1% 5 L J@ YEIT K

B ARENE EE MG R G EOR, H e KB

B UF a0 2R B 25 A T 5, HOZom ik I Ak R E R W

BB, T Iz R b AR AL i B IR O, 6 TR

Tz 300 08 Jo F A v SR Al i) 2B 7 A7y HLA E S

S 3k

(11 &RZ, HEL  ZFF,F . AEBFLT) Y SEHH
BRI, Fm25,2022,44(11) :3739 - 3742.

[2] M #, %R, %5 4,5 UPLC - MS/MS # ] A# a4
o, 25 ) R P S A SRR R kAR L], Bl
M2 %,2023,43(7):1245 - 1254.

[3] & B, &, Zid, 4. AEBaPafrBhmmal]]
J @ 25 3k ,2024,33(8) : 71 - 75.
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AR FPA L ERA R[] P E2k,2023,32(23):88 - 92.

[5] % #,% W,T #F,5.2022 FERHBHEFRY
Rkt [)]. FBIAARF 25,2023,25(10):2055 - 2060.
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