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Identification of Lonicerae Flos in Yingiao Jiedu Oral Liquid

ZHU Zebing ,HE Shixin
(Chongqing Wanzhou Food and Drug Inspection Institute + Chongqing Key Laboratory of Development and Utilization of Dao — Di Herbs in the Three
Gorges Reservoir Area,Chongqing ,China  404100)

Abstract: Objective
identification of the Lonicerae Flos in Yinqgiao Jiedu Oral Liquid. Methods

To establish a high — performance liquid chromatography — mass spectrometry (HPLC — MS) method for the
The chromatographic column was Thermo C,g column
(150 mm x 2.1 mm, 1.7 pm),the mobile phase was methanol — 0. 1% formic acid solution (gradient elution) ,the flow rate was
0.3 mL/ min, the column temperature was 40 °C,and the injection volume was 5 pL. Electrospray spray ion (ESI) source was
adopted with mass spectrometry multi — reaction monitoring (MRM) mode for the detection. Results The linear range of
macranthoidin B was 5.299 86 —211.994 29 ng/mL (r>0.999 9). The limit of detection (LOD) was 1.50 ng/mL,and the limit
of quantification (LOQ) was 5.00 ng/mL. The RSDs of the precision,stability and repeatability tests were all less than 3.50%,the
average recovery of macranthoidin B was 93.66% with an RSD of 2.41% (n=6). Among twenty — nine batches of samples,seven
batches containing Lonicerae Flos could be detected by the HPLC — MS method, which was more than the five batches detected by
the HPLC - evaporative light scattering detector (HPLC — ELSD) method. Conclusion Compared with the HPLC — ELSD method,
HPLC — MS method is more suitable for the identification of Lonicerae Flos in Yinqgiao Jiedu Oral Liquid.
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BR AR RE IR, h R AE G AT AR O R 2y
TS, A WU S T PR TS DI, EE I TIRYT
IR E RSk K 1T IR A S 402000 4F
Rl CH ] 24 8 (—355) )Wt 24 Lonicera japonica Thunb. ,
IR B 24 Lonicera macranthoides Hand. — Mazz. , 21 i%
2.2 Lonicera hypoglauca Miq. % ®i 2.4 Lonicera con-
fusa DC. , ¥ B2 4 Lonicera fulvotmentosa Hsu et S. C.
Chen) 3t [m] 9 J& TG 82 4E , {H 2005 4Fpird [ 25 8L ) K D)
J5 WA K 224 A g Ry 4 ERAE , AR 4 Fh 204 245 & LR
FE'S - o) HLUR R B ORI AE Y BOREA B R m
(LR AR AR S ARAE TR B i AR, %) 4
HE A 2468 v A R MRS RS B, B RS R A A
LB geAh, 2020 AR A R 2 8L () ) R o
FR R LR AR 1 S ) X LI B B 2L A Y & RRAE P A
Gy A LURCES B AR LRI A
43 R R RO — BT I A (HPLC — MS) 2 ) 2 3 i
B IR 0 G R AR S AR AE AT TS, OF 5 84T
R AR G I - 2R ROERUHS I & (HPLC - ELSD)
AT A IHRE A
1 XFE5RY
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Shimadzu — 20A Y &5 0 AH 23542 ( H A Shimadzu
A ) 5 QE Focus B oy A40OBCRH (0 135 0 1 o 1543 (56
Thermo Fisher 22 #]) ; SDLA — B — 1101 %8 4l /K #l (&
PREEAER BT 8 A FRA H) ) 5 AB204S B 7347 K-
(Ftit- Mettler Toledo A ) , 45 R 1432 —) s MSE225S il
43 BT RV (215 Sartorius 24 7] WG EE A T I3 2 —) 0
L2 K&

29 AR AR FE 1 IROW A AR T RS [ 25 )%
W KA [ 22 524 7 Al BAK R 5 52 10 mL CRE R I8
SRS IR 1) s KB A AR O B R E i 2)
Ak E ST L iR 111814 — 201604, 75 45 94. 4% )
WS | I 18 R i 2l HA IR 38 S 4y B, oK Oy i
27K o 4 SRR AN LU AR AR 24 4 28 28 F DT T N B 2
A6 P S L 245 Ui 48 5 O TE i o
2 HESER
2.1 &K

RS AR N Thermo C18$£(150 mmX2. 1 mm,
1.7 pm) 5 i 8 AH Sy BB (A) - 0. 19% RV W (B, 77
5.0 mmol / L ZTR#) B EEBEL (0 ~ 2 minfif 10%A ,2 ~
4.5 min B} 10%A—90%A, 4.5 ~6 min I} 90%A, 6 ~
6. 01 min i} 90%A—10%A , 6. 01 ~ 8 min i}, 10%A) ; Jii
R 0. 3 mL / min; AR R 40 °C; PERER K S pl.

3% 25 - S 55 5 U (EST) , JBT 3 22 Sz by s il
(MRM) , 1E B T8, BB R (18) O 3. 2 kV, B Ui
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Tab.1 Source and batch numbers of samples

BT w5 KRR % ®T KRR\ %HF RT Rk

SL 200202 M | S11 2003020 Fed | S21 201020 EL
S2 200201 e | S12 200101 B | S22 200309 EL

S3 180806 A | SI3 200203 wl | S23 211008  FH
S4 20120216 A&F | S14 2004030 wI | S24 210313 EAK
S5 19910003 &F | SIS 190402 w)l | S25 210522  #fix
S6 400326 @ | SI6 2004 S| S26 211002 ki
ST 19001 I/ | S17 190228 S | S27 20210127 EAix
S§ 1201001 x| SIS 201115 S & | S28 200611 &
SO 200501  rd | S19 210401 S & | S29 210811  Eé

S10 18005 | S20 210806  EFk

R 30 mL / min, i B #4810 mL / min, B 1L
JZE(TEM) 4350 C. KB B AL BT LHETEEF X m/ 2
1421.7/1097. 6, ifERERE 1(CE1) A 107 eV, E & T
Xt Rm/z1421.7/493. 1, WifERERE 2(CE2) A 121 eV,
EHEHBE(DP) N 250 V.,

2.2 BAiEHE

Xof B - BRODCHS B A B SO0 IR 1 RS
FERRAE , I 50% H Bl i RE | mL 75 JKH B AL A A
0. 7 mg [ IR SR o

X HEZG BV < 53 I B4 AR AE 2 R AR AL 25 41
22 2020 45 p € [ 25 8 ) 4 AR AR A0 B 5 i Ab B 175
— X BTV

AR VA  BBORE L 2 mL, B 50 mL &S, A
50% PEEE & EA (5250 W R 40 kHz) ZEF 30 min,
Y, N 50% HBEE 2 FE5) IR a HRELUE W, BNA% .

IF3 P XoT Rt ¥ VAR - R S A 1 11 IR A D7 A T2
il £ it 4 B A R LLVAR A 1 BT PEAE o , O e At 3k v R
8 2 ) S B X R VA YR
2.3 FEEER

LRI B A B A T AR A L B
PR B S VA R A 3 T $2 2. 1 TR AR S R HERE D 2
O ST ] 25 R BRI X R i Vs 3 7 5 IR B B 4
AT K R VS VR € i O B I TR A ] Ak TG T 4 0
FRRLEME R SEWE 1,

LM 56 R 5% O IR A RS £, FH 50% HH B
TR B v BE 43 39100 5,10, 20,50, 100,200 ng / mlL
(14 2R 516 Lt V5 A O %8 BB S L, 4 2. 1 300 T il 4%
PEUEREDN A , T SR e i AR, DAKCRS B 20 A e 1 vk
XPHAE (X)) R A A b | 06 1T RO B (V) S A bR A 7
gl A, |9 5 72 ¥ = 1 805.210 03 X + 823. 135 72
(r=0.99990) 25 LK, BHALBHEKRELE
5.299 86 ~ 211. 994 29 ng / mL 5 FBl PN 5 W 1f FH 6 £ (8
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A. Reference solution B. Reference material solution
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1. Macranthoidin B
of Lonicerae Flos C. Reference material solution
E. Negative reference solution

Fig.1 Mass spectrograms
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of Lonicerae Japonicae Flos D. Test solution
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R R 5 5 1 PR 58 A MIBUR B E R A BT L
Xof HE SR VAR URR R, 42 2. 1 T R 3R A R b AR 2 , LA
ML (S / N) A 3= 1110 1A G JiE e B 40 S e ARG
BRI E R 455205104 1. 50 ng / mL &% 5. 0 ng / mL.

W2 B - 2. 2 350 ) R ARG e, 44 2. 19
RS S AR, R AR 6 UK DR T A
WRBIRSD }0.93%(n = 6) , WAL G ® T K 4F.

FoE PR G R (S5 ST aE i, 462, 2 T
J5 il A W, 43 0 T E T R iE 0,3,6,9,12,
24,36,48 h 4% 2. 1 5 F iR 45 A2 RE I |, 12 5% 25 1
FBE LR RSD M 3. 47% (n = 8) , F WAL i i W AE
FIR T E 48 h INFaE .

G M IORE S (5 ST % 61, 442 2. 2 30
O B AR S AT, 2. 1 IR R A A kR
LR E T EEIFTA SR SR THAL BT E
HEEF2.31 mg,RSD N 1.70%(n = 6) , KW T ikHE
PER AT

TRE TS - BOEL & s i (5 STl
TS BB SRR 3 mL, #2 2. 2 T K 75 vk i 46 A3t i A
W, IE4E 2. 1 50T IR A R I T SR B T
THE AR [T 25 R S A [l %2k 93. 66% , RSD
F2.41%(n=6),

2.4 HmEENE

B 29 HEAE &, 422 2. 2 00 F 5 2 il 4 A S L 3
B2 00y o 48 2. 1 350 F kg6 A R b AR DU 22 L e 8 1 F
B ARG A, JF 5 HPLC — ELSD #: b #%, 45 51 I,
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K2 HMPKREERLZEEZHNESENELE R (n=2)
Tab.2 Results of content determination of macranthoidin B in

samples (n =2)

B 4% (ng/nl) kD) % 42(ng/nl) S| % S (ng/nl) RS
7 MPIC-FISDE WPLC-MS# (%)) % WPLC-ELSD# HPLC-NS# (%)) 5 HPLC-EISD% HPLC-MS# (%)
Sl 1% 14 LN M|

M VA 10 180

M - - 307 08 LOS|SH

4 - - S il

) - - S5 - - §5

% - - Sl S

§ - 0.13 NI - - M}

B - - SI8 - - NI 18 16
N} - 04 $19 9 4B LY/
SI0 Ml

E: - RS

Note:— indicates that no macranthoidin B is detected.

F 2. HPLC - ELSD 3% M HPLC — MS 43 JA6 I 1 5 4t
U T HEUORAF A B AR i o L 2 R 300 2 245 1 1)
RSD < 2.5 %, KW 270 )5 ik B BA 7 (e 1k ]
FH T4 58 i 2 11 IR 8 Ll AR A8 08} 0 S8 591, J5 3 b

TR
3 itig

H AT, 4R AE H1 770 b AR A8 04 56 0] 32 285 2 LR
i AR AT O FRAE Y BT, SR 2 6% 1k
HPLC - ELSD 35 $E47 4 50 1 - 150 i i 557V LK B B
A BT LR RHIEMEY) T, SR A HPLC — ELSD 323 &
T 189 b YR AR L ORL , L A 22 HE VR RE SR #



