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# =E: B® #7 QuEChERS-JEAH 4 il - 5 Bk i 3% 72 (liquid  chromatography-tandem mass spectrometry,
LC-MS/MS)IE B Z R R A, BHREER . LLGR A BARERENKRE L. BE MG 80% K
BOE AR ESRI, T4 QUEChERS J5ikigfl, LIHEAIECKeRBRIGN:, LIZES 0.1%H FR/K (% 5 mmol
LR ML sh A AT BB Ve, R Al ACQUITY UPLC BEH Cig 35 A AT 40 B, 7R W% IE 3 T
(electrospray ionization, ESIHR L, 2 2 v & Wil (multiple reaction monitoring, MRM) xR #ill, &R IC
FCARIEIET T . SER W FREESLT, RRAER AL BHMEE . 208K A £ 0.25~50.00 pg/kg, HA% A
7E 0.50~50.00 pg/kg (143 55 FHARXT I A TR AR 2 IBI LR M DE FR RLAF, 2 KT 0.999, 7E 3 FIAS [l e S 73 I /K 7
T, BERWE AL BAWRE. 45 F A, BRERENTHEYCES 89.05%~109.82%, FHXT 5 i i 25 -
4.59%~11.46%. S5 %IrERABRIERE | RN AGUE, EHTHRMEETNREER AL %
WHE., a%K A, BREAE,

KA BIRWR A BHWER; 4AHR A BRFA; BHE; WOHEIE-BIREE, STk Rk

Determination of 4 kinds of macrolide antibiotics residues in fresh eggs by
QuEChERS-liguid chromatography-tandem mass spectrometry
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ABSTRACT: Objective To establish a method for determination the residues of tylosin A, tylvalosin,
erythromycin A and tilmicosin in fresh eggs by QuEChERS-liquid chromatography-tandem mass spectrometry
(LC-MS/MS). Methods The samples were extracted by ultrasonic vortex of 80% acetonitrile solution, the analytical
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solution was purified by QUEChERS method, and the fat was removed by acetonitrile saturated with n-hexane. The

acetonitrile and 0.1% formic acid water (containing 5 mmol ammonium acetate) was used as mobile phase, the flow

rate was set to 0.25 mL/min, gradient elution procedure, ACQUITY UPLC BEH Cg column separation, electrospray

positive ion (ESI+) mode, multiple reaction ion monitoring (MRM) mode detection, and matrix matching internal

standard method for quantification. Results For egg matrix, the linear relationship between tylosin A, tylvalosin,

erythromycin A at 0.25 to 50.00 pg/kg, tilmicosin at 0.50 to 50.00 pg/kg and the corresponding peak area was good,

and 7* was greater than 0.999. At 3 different levels of addition, the average recoveries of tylosin A, tylvalosin,

erythromycin A, tilmicosin were 89.05%—-109.82%, and the relative standard deviations were 4.95%—11.46%.

Conclusion The method exhibits a relatively high accuracy, precision and sensitivity, and is suitable for the

detection of tylosin A, tylvalosin, erythromycin A and tilmicosin in fresh eggs.

KEY WORDS: tylosin A; tylvalosin; erythromycin A; tilmicosin; fresh egg; liquid chromatography-tandem mass

spectrometry; antibiotic residue
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ff B — R E SR E W W BT, B R 5 A
ZAME N, 2023 49 [ 8 87 i 3563 U7 t, A S
FEakiy 17307 s E S RUT H R A AR, P SR
e F B R Pl A: R Rk 9.7 1 e, EINSTAE
RN PR EE 54%, PRIHOBE = MR Y B it 22 4 1) Rt B fin
HEMAN, Hrp RIR N EEE A K (macrolides, MALs) R H:
S BB TETE, LEIm IR b5 T sh ) b R i e g
AR IRIT ) AR A SR, GB 316502019
(RN ZEEZRE Binh B2 R R R I ) 2 GB
31650.1—2022 & Z e EERE £ 5T 41 FE 2k
FREBRAE ) SR E BRI SR . BT RIR | 408K .
B B A A B P ) e KR B B i (maximum residue limit,
MRL)/3514 300, 200, 50, 10 pg/kg. #wf#EEH MALs
) FEE A 1A 19 B B ARy vk ELAT R R S

MALs HIRTA T HEAR 22, 75 T3 5206 1k ok fif 28,
Ifii QUEChERS ¥ HA3E 5 Kb B £ /K S48 8 (AR i, ST AE
3 A AR A B il B, R FHAEDRES 2% B AR A LA A 3
B4 B Y, #5657 Quick . Easy . Cheap ., Effective , Rugged
I Safe. f#eT MALs BiACFE Rl 4 400l H Al
T AEAN [R5 5T 5 24 5% BR Vel i A5 DA 2 o OB B A
TR YT B A RS AR - B
Jii 3% 9% (gas chromatography-tandem mass spectrometry,
GC-MS/MS) | sl AR a2 BOA €% - H BT
i ¥ (liquid chromatography-tandem mass spectrometry,
LC-MS/MS)! 4R g i i k2145 R W Iy
AR, 38 R R SR L, (R A5 R 2 R T
FANGE MHEUCEF Z R0 520 PRS2, B AN L Dk AR I 38
JEPHE IR 2E, SRS BUs ik REUE &, BERA e
BRIGUB; 2 OB 3 A I 28 SR MR, E B, XS
BN A BIREAS, 5 B At B R A T 6 A A I 75 5K

il

LC-MS/MS S B ity I AN [ P S0 0T i BT B 2R 4 74600 43T,
AR AAR A A, Hae Rk, HitiziR e
Bz AE T s IR e B A AR AT U1 4556 MALs
Srl AR, AN K 202304 { SRR S TP A EE | 2
JETER . BRER . BT RPN kL )z
Brik ) . Kl & b MALs, {H I 5 o AR SR
LC-MS/MS. GB/T 20762—2006 { & & PIHhAkn] 82 . 114k
TR AERBAERE. BRWE . wER . BEEE.
HEER S ERRRRAIE B A% AR BT ).
SN/T 1777.2—2007 { S iEpHE ORI N BRSSP AE R ik
FRHNE T 56 2 4 mAURAE g RIS ). SN/T
4747.3—2017 kBB FH SR N BRZS 2 P 5k
EOBRAH IR/ RIE ). GB 31660.1—2019 (444
B ZARE K™ i R IN RS 2 P 5k B S D YROAH 2
- H3 B R )25 7 WA MA Ls 5% B 1) 5 Jo 440 A 3t f
B ERBEFE AN 4 Fh HARYI. MALs 5% BRI 5 vk 1o i
RNG L NEEN R IMALR, BEHHES, SEPH
ftl MALs (1460 1 TG 5 B A AR
W, ABFIE R 80% 2 i K I R

QuEChERS 41k . LC-MS/MS ME M=, HEy i h s
RHEEAFTHEE ., ABEER A BXRE AR,
DU R B il e 4 RO A R A T S A ARG e AR S 4

1 MRERZE

1.1 NE5REF

LCMS-8050 VBUAH € 3% - B 315 156 FH A (H A B 2 24 ) );
Waters BEH Cig (100 mmx2.1 mm, 1.7 um) ., Waters BEH Cg
(50 mmx2.1 mm, 1.7 um)(3E & Waters 23 #]); InertSustain
Cig HP (100 mmx2.1 mm, 3 um)(H 74 Shimadzu /A #);
NBL223i 20 KGR BE 0.0001 g, BRI AT #e A PR
Al); KQS5200DE K47 i/ i i v A (B 1L A5 A A R A
Al ); LG-25M & Uk 5.0 BIL (09 1] 2 BHCES A R 2 A,
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Vortex-Genie2 el & # (32 [E Scientific Industries 2 F);
Milli-Q #B4li7/k & 4t (35 E Millipore /A #]); ShimLab N8050
R A (1 B HESE I #4122 ¥ ); EFAA-DC24-RT A
WAL (1 G S IR A B2 v, STV-100 /AL
ST R AT BR 2 |l ); 0.22 pm A HUAR AL 5
(RHEHES 25605 254 PR HD D

1.2 MR5RF

B A B S T A B S

M. WPEE. FER(Ei%al, 32E Fisher 2AF]); JoK
TR FREE MgSOL)(ZrHr 4li, #i R IAF A A ), 4R
B (A al, FEERTCI R B A BR A ED; A\ B
YEFA S (Clg) . QUEChERS dSPE EMR-Lipid, N-7A%:
Z. — i (N-propyl ethylenediamine, PSA)(_L ¥4 ik 5256
H A AR w]); A 224k 5 & (graphitized carbon black,
GCB)( -1 H iR I A5 BRZS |, 52560 FH /K 359k 5256
= A Hl—g0K.

FRUESR LI R ALY 85.00%). ZRARHW R A(LiE
98.00%) . K% B (4l 95.40%) . 4175 %E -D3(4l
99.99%)( 3% E TMstandard A & ); % 7 W £ (4l ¥
97.20%)(J T HL TSRS e 03 A PR W), BT A i 2 R
LB R AFMEETEIRE A (52.5743.95) pg/ke, HHAHEL
HOMEAEA BRA A1,

1.3 SKWHE
1.3.1 ik B

A4 A BRUE A TP A A EL R =R ) 1.0 pg/mL
1) BRI G 25 T 55 TR 28 AR IR, AR 4 o 2 i e
T R AT 4 I VR B AR B bR v TARVS T, TA Gl fe
PR
1.3.2 Hemaraz

il #5: BrEEAS R K5T)n B AR, R
JG AT PR ARAE, T-20 °CE 1 R BBl AE 55 .

PEEC: FREN(2.00£0.01) g BEALT 50 mL B0, A
PIFR TAER (1.0 pg/mL) 40 L J5 A€ 30 s LA 10 mL 80%

BRI, 2500 r/min W BEPRY 15 min, A HEH S min,
10000 r/min fIGIR(—4 °C)E.0> S min J&, I R .

Btk BRI FEFL R E PRI 100 mg Cig. 100 mg
PSA. 10 mg GCB F1 900 mg MgSO, i1y 50 mL B.L 4+,
2500 r/min & BEVR A 2 min 5, F 10000 r/min K i (-4 °C)
2.0 5 min, 2 FIHFREE R 15 mL #.0% W, 40 °C
KBASKRT, H | mL ¥R EE, WIERE 30 s,
#BA 5 min, A 2 mL ZIERANECKEZAR, WIERS,
10000 r/min fiKif(—4 °C)&.0> 3 min, BUFJZH WL 0.22 um
YEMEFF AL AE .
1.3.3 &AMEELMH

{63 #%: ACQUITY UPLC BEH Cg (100 mmx2.1 mm,
1.7 pm); JisAH A: 0.1%H BR/K(E 5 mmol Z1R%ER); s
M B: ZJE; R 40 °C; HiiE: 0.25 mL/min; PEFERE: 5 pL;
o B RO 2% 14 L3R 1

®1 BHERREG

Table 1 Gradient elution conditions

PR JBE A A] /min TN A% Wi BIAH B/%
0 20 80
3.0 30 70
5.0 50 50
6.0 60 40
6.5 70 30
7.0 80 20
8.0 80 20
10.0 20 80
11.0 20 80

134 Jrik&re

F B FLBESE IE B8 T4 4 (electrospray ionization,
ESI+); il = 22 /v Wil (multiple reaction monitoring,
MRM); HUBEZSHUE: 4 kV; BRI 300 °C; JBeA Rl
350 °C; F5fb S 3 L/min; SBIIIAVIATE: 10 L/min;
MBS SR ANZR 2 TR

®2 ATAERBGYRERMG

Table 2 Mass spectrum conditions of macrolide drug

&Y BB (mlz) FEF(m/z) Ql FHHE/V HZEIAY Q3 Ff R/ V
734.30 576.30 -26 -20 -20
AEEA
734.30 158.15* -20 -32 -16
” 916.50 772.45 -26 -30 -22
TIRHEE A
916.50 174.15%* -26 -39 -18
. 1042.50 174.20 -30 —44 -19
FHWEHE
1042.50 109.20% -30 —47 -21
869.50 696.55 —24 —42 -26
BrER
869.50 174.10% 24 —44 -18
L% HE-Ds 738.50 580.50%* -10 -20 -29

T N ERE TR
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1.4 HIEAIE

BB RGBT 3 K, LIEYER R 22 R85
LR WS B L 5 Labsolutionss. 114 #4443 #r,
Excel 2007 #3¢, H] SPSS 22.0 #4758 E 34T, P<0.05 %
N2 R, Origin 2019 BAEBEFTVER

2 HERE5HR

2.1 FRiEFRHHMIL

Fit thl B Mk BE A 50 ng/mL B KR IS 25 1) o b v
BRARUGE AT RS, 4 BIAEIE(+HFIf(-)EST B,
AT EERRBE I . LSRR, F ESIHER T,
MALs 3 H b ESI-BHE i A Uik, iXJ2 i MALs 43
FHFERR T2 TG F, JHE R R 11,
H s ESIHRE. Q1 HMfiESb& W3 T/ T
TR . MRM 94 . 7EF R4 b, 07 e A K R A
FE T EHT MRM FI3T, VR A DA s B 1 g HL
BN RIF—XFEFEhEREEFREnEF. ik
HI S SHOLE 2.
22 GEREMRL
221 G#ARegikiE

ABFFENTH T Waters BEH Cpg (100 mmx2.1 mm, 1.7 pm).,
Waters BEH Cig (50 mmx2.1 mm, 1.7 pm). InertSustain C;g HP
(100 mmx=2.1 mm, 3 um)¥ F 3 Flt C g (AEAEX] H A8 2225
HEA BHHEER. AERX A, BAERNTESR, L
Waters BEH C g #1432 2R frfif HLH 6] BRAEL . 05200
2 g S PV B 9 8 o S0 2 33 - ER BB 3 05 A A )
FLJH MALs F%% B4 2 Bt &% PR Waters BEH C g 5 A AG
RIYPER . OISR, HILEE$E Waters BEH Cjg Al
T H BT

650000 -
600000 |-
550000 -
500000 -
450000 |

400000 |

%‘ 350000 |

£ 300000
250000 |-
200000 -

150000 |- Bk R

100000 |-
50000 - /k
J

0

222 RFHABKLFE

Ak 1y 1) W TR R B B I 32 3 S AR 20 B S ),
& MALs NHAEY), S0 BIEER, i sE s
R OWERRRG IS, TR TR ShH T s E B R, sk
H01%HmRaE. 2. HEEails 0.1%H K-S L
ZE 3 A PG S T R R S 0L, e B
A i B R 5E 2 HIETE A6, XTE 0.1% IR IS
GG EFRM, CHEWEIEE XFR . B LR AR T
0.1%H RN, AR VAMERELIE. FEIFMT, Vit
LA BARIETE B RIS, S T ILAs M b & ik
B BT RIS I AR 9 R R 2 mT
HHIE, WI2RTE 0.1%F BT IIA 2.5, 10 mmol/L
3R Ok, FEIERIEIL. 55 RW, A R
AR i o7 BRI T AR SR B A, H 1R
B S mmol/L B, FRINA) A B R B B AT, O F N7
TSI I R % T LR H AR B 1k, s B
ZHE N CIEFN 0.1% P BIK(E 5 mmol/L LR%%). Kl 1
T A PR R T BB T OISR,
2.3 RBUARHIIEE

MALs % THEE . SRR, ABHR ek
FHREL 20 2 FHEBOT R, 4558 BoRZEM R RTAL TR, 3
AR LA 4R B S A ik . AR R, 22K A$E:
PR HISERI 2 mL K EREE T, K2 )5 B EHRIORTE
RIS ok, (H R R R T 22 3R 1 I R L
IRFIRTAOR, HEWRmEEE, TR k&R
FARIFAE T E W, Z22BMEC s EIRERIBAR
WEREE, ik e XHUER A DL R 2 S T, AL
PEBURFNEPE CHERFR o 1 SCHk[24-26]10] HI7E 2 oM
G REK R AT /b i R TIE S R i BAnii e, DAREiR

IR ERA

1.0 1.5 2.0 25 3.0 35 40 45 50 55 6.0 65 7.0 7.5 80 85 9.0 9.5 10.0 10.5

A4 B4 BisF 18] /min

1 4 FhZ5WTEZE-0.1% P BRK (5 5 mmol ZFRER) AR T s F e ik R

Fig.1 Totalion chromatogram of 4 kinds of drugs in acetonitrile-0.1% formic acid water (5 mmol ammonium acetate) system



24 B b % 4 IR T A

BACR . SRR BUNT 60% o1k 5 | R & 15
e, MLl NG X 5 8 st . 45 w225,
FEERBUSCR AR . FERRYESF T, MALs ) & A it fkfii
, ALY 55 R R, DRI AT B 2 S5 A Ik i
FUE AT R TR, AP 0.1%FBRZIE . ZHE. 90%
ZHE. 80%ZME . TO%ZHEF 60%Z M 6 FhitBGAFBEfT
Feds . J5 LR AR v o DI R BEA TR IE, S B e
He B A BB, MAE AL RS bR, SR A28 R4
X EDSCR BT EO RS, B 2 O 6 R IR IBGE iy (iR .
K2 o, RBUERN 0.1%H R ZIERT£1 8K A IR
1% R N 2 2 i B LSRR AIE, HEEF 2B R A
J PR AR T O o BART PRI AR [T R 2
IR 80%Z 5K .

2.4 BUEHEIER

Al ) S AR D e 2 A A T F AR
A, APFFE 522K T QuEChERS %45 [ A ZE Bk,
LRG 75 IR AR A IO IE R 2GS AL L2 R L 70 R S
W&, HILAMFIT%EH QUEChERS B fbiE il o ik
SRR T REPRIE 2 AR R, W SR RS PSA
C5.GCB 45 . HH Cyg M AERR MR HAT 8 BT RE Ty,
N8 BEISAE, AWM EIETIAL S, B Cp i i 2o W bt
HRIZ5H; PSA ERGMPA LR . WSS, NRWIR AN LAY
HLIR; GCB Ml H I TRBRUER; JoK MgSO, U T W st
FEH R K 432020

A —— RIRHEA — PR EA
— LEEA — T H R
100+ ;
2 90f
801
70+
60}
0 50 100 150 200
Cg % t/mg
C 110- —— BIRHEA —— Bk HEE
o UFHERA - FTHWEE
100+
§
3 90+
=
= 80t
70+
60

0 5 10 15 20 50
GCB1 fit/mg

15 %
[ #IRHERA BKEA
100 ARHHEA THHEE
L .
7 7 7
N 2 [
80 =N
N
60|
=
B
40 -
20 |-
0 %
&
@i{)
D
K
& FEIGFH

B2 AN BRI 4 i 254 IR S 11 52 g
Fig.2 Effects of different extraction solvents on extraction
recoveries of 4 kinds of drugs

SERERE S P S KR . . PRAEEE . &
FERR A — e Y A, A% PSA. Ci3. GCB
FITEZK MgSOLME KM, H-Xehide b A4 b B A ] L o ik
TS0, HeHR 1.3.2 TR %, B 1.0 pg/mL RS AR
TR 40 UL WS E2s AEEERE S, £ er B A P el
W FZ R 3 frR . B 5T L& 0,50, 100, 150,
200 mg Cg A FIRCR(E 3A), ABHE R LLER A 1

B or —— BIRWRA —— HAREA
—— ABHREA - FHHEZE
100+
S 90
= 80r
=
70+
60 -
501+
0 50 100 150 200
PSA T fit/mg
D —— BIRWRA —— KA
100 —— UEHEA - FTHHEE
X 90
= 80F
70+
60 -

700 800 900 1000 1100
Je/kMgSO, 7 it /mg

B3 A bR RS 4 a5

Fig.3 Effects of each purification material on the compound recovery rates
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BRI 2, Y Cis & 100 mg Bf, ZRARWE AL
ok RMBHREREN R R, ZEHE Cis &M
Akgzsiim, SRR BRI, R EHE C SN
100 mg. FESLEERE -, FEAMEHR 0. 50, 100, 150,
200 mg PSA MR (E 3B), K IZE T W E IR
50 mg RffE PSA FHIGMIMEEIEK, BAWE A, B
K2 BNITE 100 mg B BISCR R, 4HA 8K T 100 mg
BT R A SRR B3, 25475 JEERE PSA VR it
7 100 mg, #H0 100 mg Cg, 100 mg PSA FOFLRLE F, XLt
whndE 0. 5. 10, 15, 30, 50 mg H GCB X IR A5
W, P 3C HEs R R 4 ML G4 GCB BNESH 10 mg
A [ R A R R, kR GCB BIMSIINE R 10 mg, 7EE
i LSt L, WIRE &= AIEK MgSO, (700, 800,
900, 1000, 1100 mg)( 3D), 45 BFribA W ENECRISLEGS N
900 mg Ji/K MgSO, I ERBLALY, HILHEPETEK MgSO, Y%
H2k 900 mg 25 [, 25 EEA 100 mg PSA 100 mg Cig.
10 mg GCB #1900 mg Jo7K MgSO,.

2.5 ERYN

BN (matrix effect, ME)E i £77E T 4% B 43 H7 52
55, THekmgs e, BIAESCES FALRE M Zmi 4b 3 i
WRIHSA THe T, et 85 5% B 0 AR e R B T 5, At
G2 R AL T VC e T 26 5 7 AR e I e vk B bR L i i
BAEFHATPEMT . ME #2450 ME=K1/K2 115, HH Kl
K2 45 L BTG EC i R R A bR et Ze il e,
ME 3 0.8~1.2 B}, {#5iHH ME ARBHE; 24 ME>1.2 1}, 8"
A REFRIGGRALN; 24 ME<0.8 I, W7 A il 2 .
SR 55 5 SRR R, R A o i A Bk L Rl
FINbRYE . LR VO D 4 2 S5 L B ME.

2 ARER 2 1.3.2 AT B4 5 43 345 0.5, 1.0,
2.0, 10.0, 20.0. 50.0. 100.0 ng/mL B &SHruE TYEWRE 1A

22l Ay S5 T DG e fh 286 0 LA 2 T s R 225 AT I v 2 1) 17 711
ML TS5 . & 3 hEREY, (LW hFEAEARRIRLE
PR SRR 800, 5 SR B ot Mz i S g g O
26 ZMSEEISREE

ARG SR FH S50 U b o il b AT i, TRD B
[ R AR ARG E BIBCR, BEAIE ME X259 it 43 Bk
T, $Emah e m kit 2 A E 1.0 mL ik
EEH 0.5, 1.0, 2.0, 10.0. 20.0. 50.0. 100.0 ng/mL YR
BFRME TR RIS 7 2 (RS, A WAR TAE
T 40 pL, $HE 1.3.2 A arAb #2525 LC-MS/MS il
FE o LI HRY S MR g m AL G s bR, BARY
) SO 2 e B O R AR AR TEA TR R [ VA AT . S5 SR R ZR 4R
WHE A, A% FE A, BHWRL 0.25~50.00 pg/kg. Bk
Z B AE 0.50~50.00 pg/kg 3 A 3 2 AR R PE R R,
HSE R B KT 0.999, 115575 FIRE SRR [RIHE BE A b
YR, HLASEMELL SIN=3 8 E A 7 209K BR (limit of
detection, LOD), ZRRHE A LFERA FEHHENO.1 pgke,
BRI 02 pg/kg. Lh SIN=10 i A5 1B 0 R
(limit of quantitation, LOQ)FJ 134 IRIHEK A, ZI&H K A,
BHHER 0.5 pglkg, BKHEEHR 1.0 ng/ke(F 4).
2.7 BEESEERER

5 GB/T 274042008 (SL40= a4 HHE & Rk
AR ) X F £ i 22 MRL AYEER, [ BA PRSI AGE HHR
EATHETS IR 40 pL AR TR, fEZARIEE AL AER AL
FHHERIFRRE ] 0.5, 5.0, 100.0 pgke, ok RIEHH
JE 4 1.0, 10.0, 100.0 pg/kg, ¥ 1.3.2 FrpiAbBr b 1880
[ S i 1 A A= o W 1 ] e o <
SEHRICRFRE SR, Wk 5. TR HNAREE R,
(IR A 89.05%~109.82%, FAXIFRAEMZE A 4.59%~11.46%
TR L . WERR A IR R SR T EER

®3 4MULSYIH MEs
Table 3 MEs of 4 kinds of compounds

Kt R KRB UM e MK FRELC) MEs/%

LIER A Y=372761X-439864 0.9969 Y=297198X-173880 0.9994 0.8
IR A Y=342329X-226.651 0.9991 Y=208195X-58145.0 0.9992 0.6

BKH A Y=44124.5X-29296.2 0.9969 Y=36571.7X+6113.34 0.9998 0.8

BTHWE Y=289839X-252371 0.9986 Y=189312X+13013.4 0.9999 0.7

F4 AMKRIFABERMERNEDZSE. RURMESR
Table 4 Standard curves, limits of detection and limits of quantification of 4 kinds of macrolide antibiotics

224 R LAMEVE I/ (ng/kg) JRE TS A o T T 05y HRREG) LODs/(pg/kg) LOQs/(ng/kg)
IR A 0.25~50.00 ¥=0.06841X-0.01748 0.9995 0.1 0.5

LIERE A 0.25~50.00 Y=0.13273X-0.04010 0.9998 0.1 0.5
BKH A 0.50~50.00 7=0.01683X+0.00543 0.9995 0.2 1.0
KHWER 0.25~50.00 ¥=0.06121X+0.01583 0.9997 0.1 0.5
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F5 BHEPATABELEREZENNEWRFETRERE
Table 5 Recoveries and relative standard deviation of macrolide
antibiotics detection in fresh eggs

2wy Pk 2% AR
/(ng/kg) TR2%/%

0.5 89.05 8.92
BIRWEER A 5.0 96.81 7.91
100.0 98.76 5.02
1.0 99.80 7.27
Bk A 10.0 102.55 5.44
100.0 109.82 6.42
0.5 102.33 9.59
LR A 5.0 109.25 6.64
100.0 105.79 532
0.5 92.18 11.46
HEHHR 5.0 104.23 6.49
100.0 99.58 4.59

2.8 [RIZHEmIQN

JEAE R S 2K B A B A A B A 0 4 A 3 3
BRI AL, TR uE . K EEE P ER A MR
PEREE S AR 5 A TR A AT, BTSRRI
52.57 pg/kg, FRAE{ETERI A (52.57£3.95) pg/ke, RHEAH
TE A TATE AE N 7.52%, I IE B FEE i A
PRt Tk, R 3 VA7, aEE A SETCOR
YA N 54.95 ng/kg, TEAHERIN, WEH I ER1T,

3 &

A 5% A A X S R A Ak PR A R T AL A PR, A
37T —F LC-MS/MS 4545 QuEChERS 2 ]I 22 8¢ 75 v
BIRWHE A, BAWE ., A5 5 A LEKREE 4 FRITHN

ERPTAE R R A il 80% Z KA TR L H AR,
QuEChERS ¥:XJ #BURBEFT 44k, 2B 10 A IE O ke 588,
i LC-MS/MS Kl F38 1 N ARTEXT B ARP#E4 7 8 M e i
Mt AT E UG T 56— R3S = RKANEZSA:
R, HAHLCIAGE TS50 B e . R .
REER . BIMEL, A HEEEFRRIRNEEET AR
B BB AT IRt R S % |
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