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W OE: BM T A S RO - # B T35 7 (ultra performance liquid chromatography-tandem
mass spectrometry, UPLC-MS/MS)[RIB #1512 Fi2s SR B k. Bk A 1L.0%F iR
FiEI, 4 PRIME HLB BB, ASME 28T )5, RERRIHEMR, BFRPH ACQUITY
UPLC"HSS T; il k(50 mmx2.1 mm, 1.8 um)43 85, LAZJEFI 0.02%H R +5 mmol/L 2. IR B /K 15 W M i
FHEATRERE VRN, AR ER . EFR 12 FHE257E 0.50~300.00 pg/L JEHI NI R RIF, HK R %Y
KT 0.99, ¥ FRHN 0.05~1.50 pg/kg, EHEFEH 0.10~3.00 pg/kg. fNFREIE N 80.02%~114.24%, FiX}
FrUED 254 2.09%~15.03%. i %y kArAb BT AL . VERR . RUARRAR, &M T8 b 2 Ak B 0 e
S PREAS I 43T

KR MR BORA - IR BTE, BARARG B, BE

Simultaneous determination of 12 kinds of banned veterinary drugs residues
in poultry eggs by solid phase extraction-ultra performance liquid
chromatography-tandem mass spectrometry

QIN Yu, GE Yu"

(Shanghai Institute of Quality Inspection and Technical Research, Shanghai 200233, China)

ABSTRACT: Objective To establish a method for simultaneous determination of 12 kinds of banned veterinary
drug residues in poultry eggs by solid phase extraction-ultra performance liquid chromatography-tandem mass
spectrometry (UPLC-MS/MS). Methods The sample was extracted by 1.0% formic acid acetonitrile, and
purified by the PRIME HLB solid phase extraction column. After concentrated to near dry with nitrogen, the
residue was dissolved by mobile phase, and the target was separated with an ACQUITY UPLC®HSS T; column
(50 mmx2.1 mm, 1.8 pm) using acetonitrile and 0.02% formic acid+5 mmol/L ammonium acetate aqueous solution
as mobile phase for gradient elution, quantified by the internal standard method. Results The 12 kinds of veterinary
drugs had good linear relationships in the range of 0.50—300.00 pg/L, and the correlation coefficients were greater than

0.99, the limits of detection were 0.05-1.50 pg/kg, the limits of quantification were 0.10-3.00 pg/kg. The adding
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standard recoveries were 80.02%— 114.24%, and the relative standard deviations were 2.09%—15.03%. Conclusion

The method is simple, accurate and low-cost, and is suitable for the rapid determination of veterinary drugs

residues in poultry eggs with high throughput.

KEY WORDS: ultra performance liquid chromatography-tandem mass spectrometry; solid phase extraction;

veterinary drugs residues; poultry eggs
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BEAE KA P ih, = AN 78 R A A
U 2020 4F, 4 [E P EAG A AE RS RO & ER 1 R R 1A F)
P s K, SE R K 4.3%0 ) BEENAR
HEABEHLTFN, K7W EE It hEZE, GB
31650—2019 (A ERbRME 125 o2 i Kok R
) (e NRIEME RO AR AR A 55 250 5 ) Fn
e N RAEFER AR BB A 45 2292 5 ) i AEE.
FHNERCUREARRE) . Famk, Bir 2R 2
FFRRVEZ AT, EEVE ., BHRAE .. EFIDE. ER
VR K p-ZRMA IS E G PG . i
BAEHLR 2021 455 16 B AL L iG55 Y 8%
rhECREER AR, HARILEDY 994 pg/kg. 2022 4F 1
F 10 H, BETHGHIE B2 5% B0 bR A 35 1 B 2 fili
PSP —3crpag e @ 2020 463k, AR 29 A7 R IE,
BE R R B (LR B S IR B Z ) M
FIHIA 20 ZIRAGH, TR AR L6 5 K
PIRIE AR o B B G 15 B 6 T & R
fEERFE VR R SEE RSN, H i
TEAE IR, A B S N T 7 o o 23 B4 43 3
AT X RURS: o AR, 25 26 rp o 2 % A I R Ay 5% i o [
A TR R e R S oA S S

] 73 A0 e G 0 8 v 24 B R O I A R A
F ORI, AR A Bl R AR O L T
D, ¥ i0a11UE %7 NAURIN 1B 723 1| 3:1'E5 5 NARNEG) € e i k= 5 |
Jie 5 A R R T3 SR A B AR T G (o e R e
LS. BEMT . ARk, R . WA AU I (RIFK
QuEChERS & B4 A1 by R 92 B 45 38, 724X
TRUEE MO T, YRR €03 H R A Bk A
ST E U0 AN, R 2 ak B I ik
FR A ST A R — Rk 32T B2 gk B A — e AR L]
DA DR 308 5 4 ), L 22 7% A () T I — S 1] A,
Horp 2 — 18T 258 B 5 18T IR 75 3 22 Rh oA 4 K 22 b
B, JOTE ) I — FfoRE b B — 251k A W A A 43
S SO — 2R B LA 172 DRI, X4
TR0 T T R R 7 A 0 B R TR A 1) A A R B AR
PRiME HLB [FFI#EBGS LA, PRIME HLB [ AHAEBUH:
Jee— Pl R 14 SOMT A AE RO B 700, 5 HLB [ A0 A BUR:

A H, 8 0TS AL S A, Xk . N T EARE
MR K% B A R4 W M /E A, B HFi LA PRIME
HLB [ A BUR: X 85 8 56 57 vh i 22 548 20 5% 08 1) A6 T 40F
FERAXF B

AW LB EILTR, IRt . B gme | A5,
FIREZR. BREE . BB E . ANV E . EEDE .
BH R BRI A R R -2 IR RIR G
B RWFFEX G, ST — P a2 ok 3R A e R B R
B a2 MESHE )Rk, HBUR BT
PO B A TP AR B 2 B R AR S

1 #MRERFE
1.1 MRS

&:WI%i Rz (amantadine) . H i (metronidazole) , JEfBHE
% (clenbuterol) . B i ¥ & (enrofloxacin) . ¥ N 7> A
(ciprofloxacin) . ¥ JiLV> /2 (norfloxacin) | 28 JR7P 2 (ofloxacin) |
1% 32 V> & (lomefloxacin) , 5 5 V> & (pefloxacin) . # 2 &
(chloramphenicol) , H! i £ 2 (thiamphenicol) . % 4 JE %
(florfenicol), %% AR (chloramphenicol-ds), RBli#P 2 M
Fr(enrofluxacin-ds) . P70 S P45 (ciprofloxacin-ds) . #i5I>
A PF5(norfloxacin-ds) , %A & MR (ofloxacin-ds) . FAE4F
% PF5(clenbuterol-dy) . F fiFME P47 (metronidazole-d ) FRifE i
(B KT 98%, fE[E Dr. Ehrenstorfer 23 #]); HEE., ZIE(f
4k, 26 Fisher Chemical A w]); HER((A 54, JbatibiFl
OREHERATR), LR . JoKERERII( e, =254
AR FNEBRA ), Oasis PRIME HLB B AHACHUH: . Oasis
HLB [EFZEBUE (200 mg, 6 mL, 25[E Waters 2\ wl); SEH6%
AR GREAK, 22 E Millipore A Fl)o

1.2 UE5EF

ACQUITY UPLC I-Class/Xevo TQ-XS AH fii%- ER I 5T
TEAS (LI 55 25 1) . ACQUITY UPLC HSS T; (50 mmx
2.1 mm, 1.8 um)(3%[E Waters 23 ]); MSZO4S/Z K, 1K F-
(i1 Mettler Toleo 2 #)); Centrifuge 5804 = i & .0 HL (12 [
Eppendorf 24 #); D-91126 245 iR etk % (#2 [ Heidolph
2y, Milli-Q B2k R5E(3EE Millipore 24 1]); N1 &K
WA A (T iz SR A B & SR AT BR S v]); SK8210LHC
P T VR L RS 5 A BR A WD) 57250-U [ AHAE
U B (M E R A ).
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1.3 ZWFE
1.3.1 AR 4 B4

PRUERE T8 HERFREGA S B T 10.00 mgCHEHf &
0.1 mg)FRIED (MM FFRCHDE T 10 mL A=,
FCIEEMITEL, R REeH U, 1.00 mg/mL,
—18 °CHENGARLT

TRAPRUE PRI 20 088 L — o o 1B T A A Y
B SR TR, HhEER . FIREE AR
FEHRATRRE N 1.00 mg/L, SN, B, e
9 5.00 mg/L, BiATPE . EHIREFIESET N 10.00 mg/L,
R IP A RERID AN 20.00 mg/L, FRNTSE A 30.00 mg/L.

A PIARBRE P R T o0 B RS B — 52 2t B A v i
W BRI BIR A AR TR, HhEEREN
FRA R S 1.00 mg/L, SxWIRee bR . B A s |
TSRS AR A 5.00 mg/L, BIEVSE MR 10.00 mg/L,
VD B AR 20.00 mg/L, FRINTDE RN 30.00 mg/L.

TG FRAE AR W 43 0B B — 7 45k 1) s 1 it 45 T
FH BB AR e TAE W, e &% H I R A
P Z ATy 0.10 me/L, SWIkeii ., Hfgme
SLAEREE R 0.50 mg/L, RIEVPE . B RANE LD A
4 1.00 mg/L, ¥R FID AN 2.00 mg/L, T
24 3.00 mg/L,

TRA ARARE TAEE G 20 BB I — o it (W b v 6
W CNE B BUR A WA R HE AR, HhE&E RN
BRI 0,10 mg/L, 4xWIRele ks . B A PN AR |
TSRS AR R 0.50 mg/L, BUEVPENARA 1.00 mg/L,
WY B AR N 2.00 mg/L, FRNVE NERH 3.00 mg/L.
132 HmyRELH &

BEMMRA RETRATYE, L, BTHEB U
PEFEAT, BT 4 °CUKARRAE o
133 HSBRRAf4L

TEBFRIBUS 5 IR RE 5.00 gCHE#53) 0.01 g) T 50 mL
HIEEB L&, IMANRIRS TAEB® 50.0 pL; mA
LO%H B ZE 10 mL, IWHERS 5 minJ5, IIATCKERER A
5 g, 9000 r/min E.0> 2 min, B EIERE T 5 —B08 T, F
RIGEHUIMA 10 mL 1.0%F RN, B EidE; &
FEPIRARBUR H It PRIME HLB [EAHZERGH:, 134% 1 34/s 3R
i, R, 45 CCRANIRT, FRsIHERE 1.0 mL,
i 0.22 pm FLIRUERE, LRI,

25 FREA RGN HBAPERE &, e LR Al A R R A,
R348 IR IR
1.3.4 @&#E5%

{4,784 ACQUITY UPLC®HSS T; #1:(50 mmx2.1 mm,
1.8 um), #EiE 30 °C, HEMERE 15 °C, A2 uL;
WEIA A R 0.02%H BRI 5 mmol/L ZIRE/KIER, B N
Jif; WHA 0.40 mL/min; BHREEPELAIE L 1,

®1 BERBREF

Table 1 Programs of gradient elution

Bl AH
5} 8] /min
9 (A)/% 9 (B)%
0.0 98.0 2.0
0.2 98.0 2.0
2.5 60.0 40.0
2.6 10.0 90.0
4.0 10.0 90.0
4.1 98.0 2.0
5.0 98.0 2.0

135 Rig&t

B YR 2% B - P 3 i (electrospray  ionization,
ESD); M IER PRGOS FYHREST M EST), Hii
2 2/ Wil (multiple reaction monitoring, MRM); iz 7]
W 500 °C; BAMEHUE: 3.0 kV; B FIS0E: 1000 Lh;
HESLAR B 150 L/h, Al <R EE: 1.5 L/,

12 i A% T 25 19 5 D B 1 X (Q1/Q3) . #E LR I
(cone), filfif# AE#E (collision energies, CE) L3 2,
1.3.6 #iEL 32

ABEFER ] Excel 2016 SATHEIECR, H k=, F
WeE | RMESCFR L AR BRI IR 2 B AH S AT o

2 GER5HH

21 USEEHFHMK
2.1.1 SRS

PC i S5t v HE 0 1.00 pg/mL # 12 FhAS 2570 7 b
[FI7 28 AR TR G AR MEVA MR, SR T S A AR 1 ) =X
AR AL o R EST AT ESTHHE 5 A7 — R 1% 47,
i 78 BB F[MH] I [M+H] 5 2 S 07 A #EFL R o X5
BT SR, BIEREERE CE {H, BB £
JEEE HAREN 2 MEER e, ERE T, D
Tt L BRBE 657/2002/EC 548 4 X T 45 FI 25 W80oh 1% - i
T EERI A ELE, BIWE 1 M B 202 M1
T3 4 AP S B BR AR B 12 FhEE 2570 7 A [
{2 BRI TS B3R 2.
2.1.2 AshARemAL

X RW R 5 BB EY, LEEHEFRK,
68 45 B 92t o A e S B AR I A B RLOOR . AR AT R
ACQUITY UPLC®HSS T3 #:(50 mmx2.1 mm, 1.8 pm)aifhd:
X AR TR, RINEE T HEE-K . Cig-K. 2§
-5 mmol/L g%k . Z.J5-0.01%F 2+5 mmol/L 2./ . 205
-0.02% M R+5 mmol/L ZFR%. ZJE-0.05%HiZ+5 mmol/L



574 ZOF, & [EAHZEEGE S S0 G5 - SRR BT R R & A 12 AR S 2 ER 2261
L REAE TSN, BARPI R . SRR, B R
WK R LI -KAE i shAls, H bR (s or g R 22, 5% e oy W mET TET ML e
R R IAE M T T S 2 ) i e e 58 FLAVFRIE 22, A BGE 6 FR (mz)  (mk) BN eV
TR, X R B A K AR EA T NG s AL, (o Rk — 6 mEy " 152 265% 20 22
) ‘ N KR E
SETRHE AR, (RIRF DL W TE R K, 415 22 o 308 12
%G8 vhER AR BEAT I R AL B, H AR LA i IR AR s EEbE e 2 40 18
e e (O =z
rhas g IEREUT ARG Py g B vy, BT i i AR 342 18
23 Vs iR B e BE S H A4 E'QQ\‘ >4 [ 7 318%* 20
o ABEFEXS BRI U B2 AT 0L, BeZeikd% 0.02% P iR 8 S . 36 55
JK+5 mmolVL L& MLIEVE s, B 1 ik imshitd 261 30
s S e 4 i 290% 19
‘FE\““‘I’EK%E’J@IEEO 9 J g Vb B 4 334 s 42 o
®2 RMHEAEARBHRIESH Lse+ 8
Table 2 Mass parameters of 12 kinds of forbidden 10 HABE% - 321 20
veterinary drugs 257 10
P geT TeT WAL mpmse o 189% 2
= & : 11 FREER - 326 42
S FRX (m) (mk) WIEN eV 290 12
336% 10
1 SRk + 152 135 30 12 12 HHRER - 356 36
93 23 185 18
128%* 13 13 HVEME-d, + 176 128* 5 18
2 o n © 2 2 14 &RIG-d,  + 158 141% 35 17
. 203* 15 15 SfeR®-d + 286 204* 20 18
O Hets
3o ety 277 128 30 15 16 WHEYREd o+ 325 307 40 30
. 276% 15 17 HNUE-d  + 340 322% 40 20
W ey B
4 MORDE 320 302 50 19 18 B o+ 365 321% 40 20
. 788%* 18 19 HER-ds - 326 157* 42 18
5 HNDA 332 35 ~
314 22 T * N ERE T
gwo FENER 3.06
ALLE 0 [ | | ! | | 253 | 1 | | | |
160 1.80 200 220 240 260 280 300 320 340 3.60
% B3 i} ] /min
1100 [ B 204
‘].!:;E:! 0 | I | | | | | | | | |
160 1.80 200 220 240 260 280 300 320 340 3.60
R B4 B} ] /min
100 : 321
N R
‘E 0 1 1 1 1 1 1 1 1 1 1 1
160 1.80 200 220 240 260 280 300 320 340 3.60
{7 B8 B[] /min
100 ampe !
£
g () 1 | | | | | | | | |
160 1.80 200 220 240 260 280 300 320 340 3.60
A3 B4 B ] /min
@100 sy 2.68
p [ By
g 0 | | | 1 | A | -l | | |
160 1.80 200 220 240 260 2.80 300 320 340 3.60
£ B8 s} 8] /min
L100 [ ESY 0
£ 07760 180 200 220 240 260 280 300 320 340 360
i B Bt ) /min
BT 12 FOER 24 4 22 S M S =T 1 3 14

Fig.1

Chromatograms of 12 kinds of forbidden veterinary drugs in MRM mode
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100 ERUVE
2l
_I::l 0 1 l 1 1 l 1 l 1 1 l
160 1.80 2.00 220 240 260 280 3.00 320 340 3.60
£ B4 5} 18] /min
100 HRYE
é‘ 0|> L 1 il [L— 1 L 1 L
= 160 1.80 2.00 220 240 260 280 3.00 320 340 3.60
383 i [ /min
iﬂ:E‘llOO— wRpE 29
E 0| 1 1 1 1 1 2-160 1 1 1 l 1
160 1.80 2,00 220 240 260 280 3.00 320 340 3.60
£ 83 B[] /min
1 100 SRS 2.81
g 0[ 1 1 1 1 1 1 [\ 1 1 1 1
1.60 1.80 2.00 220 240 260 280 3.00 320 340 3.60
A3 84 At ] /min
100 2.02 B lms
)
.':@ 0 l 1 Il 1 1 1 l 1 l 1 1
1.60 1.80 200 220 240 260 280 3.00 320 340 3.60
£ 84 it ] /min
2.49
gwo[ NI
; 0 1 1 | 1 1 1

1.60 1.80 2.00 220 240

2,60 2.80 3.00

320 340 3.60

A B 5} 1A] /min

1(2E) 12 FhES 20 2 5o AR T Y 63 ]
Fig.l Chromatograms of 12 kinds of forbidden veterinary drugs in MRM mode

2.2 RAIACIBEHEIMIL
2.2.1  FRIEF| 6944

T NEESERPTH Z I - K% 0.10 mol/L Z — i Z,
R VA V0 ) B B8 3R 7. 1 A R SRR €3 - B I o 92 [ st
MEEED 1128 125 Fhea sk ortT. TSR 5%H
T2 G R BB SV EE T T 0 HIC I A AR B 45 VR €6 3 R I
SRR RN E 13 28 42 Rl 25 5% 88 (14 J5 vk o B i) DL 2 G
Z HFHR b s IR £ S ARy 4R B, DR R
B 255 SR ATTIE R BRR R . R AN A AT LA
A= PR N T R 0 R BRI LTS, R E AR
B RS HE T $ 55 HAR ) A A N 1375 3, R AR
PRACE; AT AT, 5528 1224k
AR, SRS AIEBIAR 5.0 pg/kg 1Y 12 FPE20RA
PRUEVE TR, VIR T 2 R R 205 % B ARY) R H
SR RE R, TR R B 3 R R BE Y R T R 2 1 R
A PIRERR, Ao 58 H RV BEVE IR R 0.5%~ 5.0%

SEEREE AN 3 IR, AT A BT R ERCR R A
Xt UK G S 4, A HR R LA R 25 4 U iy
{55 206 B Em oy {09 LB T, BUERT 1 RS AR
MBRERCR, 2. BF5E 30 : 4 R R L 1) H iR 2
i Xot 4 I e - A R R B By 1,81 ik 0.91
TSRS R 156, IR 4.50, VDALY 2,05, KE
FUPA N 0.69, EEVAEN 0.69, BikVHEN 135, EHMR
VRN 159, @EFREN 1.07. FREZEN 118, FPMNE
Fh 1.200 WEHEFT LA, B R0 B gk . B

FEFIVE VD REAAR I, B At 9 AhE 24 i SR ISR
YABRETCH B, 4 Fh PR B AR r-F- 540
FHEBER: 0.5%F IR N5 M 1.53, 1.0%H 1.92, 2.0% K 1.59
M 5.0%H 1.16; FHILATAS, Bl BRI B2 A5, AHXTEREL
FE PG AR 1.0%F R 2 12 F BARMr
TFRHRBUBUCR R . IALE WA BT, SRIERE .
R RN R ARG RS 5 P DR R FH Rk
JER 1.0%. 256 LA F A3 t, ARTHFRIEERE 1.0%H IR OB N
I AARIUA T
222 AEATEE#H

7 I HL A W Ry B, BB 6 AL T 4 4
AT, SEUG HAR TABAIREL 5. 10 120 min XF 12 FhARH
HPRBOBCRIN RN . 553 4 PR 25 RI AR
Bt B AR R 2ZE R R, S S min B RT3k Al
R, AT RS A R 5 min.
223 Hk Xy sE

KFEEPBLER AN E T P gk X 24,
F AP IEIE C LA EFRIERY, QUECKERS #:PY, Zhl#
AHAEBOE PSS | AHIFSE HU A T R ERAE ih 28 B R IS 3R U,
PEAT 5 FhigeAb r AT AL PR 1F © %% (hexyl hydride, HEX),
HLB [& A1 (LA R @ #% HLB), 1EC&eFl HLB [E A%
BU2H A 7:(UL T fi#k HEX+HLB). PRiME HLB [EAHA£HR
(LR f&i#% PRiIME HLB), I1EC%¢F1 PRIME HLB [EAHZEHL
20 A (LA AP HEX+PRIME HLB), JbR &R 5 £ &
K, BT EeR, g5 am%k s s . WK
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*3 BES 12 HERAEHE 5 MAERIVAT THEXRIE

Table 3 Relative extraction rates of 12 kinds of forbidden veterinary drugs in egg with 5 kinds of different extraction solvents

ENGE3 eIl R PO ES

A ol LWLl 20l SonlmlE 4R
EL LRl 1.00 2.28 2.56 1.33 1.06 1.81
FP T s 1.00 1.09 1.00 0.83 0.73 0.91
SARRES 1.00 1.21 2.00 2.04 0.99 1.56
R A 1.00 4.51 5.70 4.76 3.01 4.50
WNTD A 1.00 1.42 2.79 237 1.63 2.05
R R 1.00 0.65 0.75 0.67 0.68 0.69
KRR 1.00 0.64 0.75 0.67 0.68 0.69
Bk & 1.00 1.49 1.45 1.40 1.08 1.35
E= RU 1.00 1.72 1.63 1.65 1.37 1.59
AR 1.00 0.94 1.14 1.11 1.09 1.07
HiE % 1.00 1.45 1.35 1.17 0.73 1.18
HHRER 1.00 0.98 1.95 1.00 0.87 1.20
I E 1.00 1.53 1.92 1.59 1.16
*4 HBERER 12 EER S HRIEENFIT R AE)
R et AT
12 FIE 251 % 5 min 10 min 20 min
ot/ EA , - ; R R 93.13 90.83 92.37
5 min 10 min 20 min N .
Ty 5017 9238 9578 ﬁ%@é‘ 101.21 108.18 107.42
B A 106.17 101.47 103.63
e 9521 9351 95.74 AT A 90.77 91.47 92.11
Rt 94.63 90.49 93.81 HEE 08 43 96.73 97.91
R A 89.48 92.77 90.87 S 2 95.81 94.91 90.49
WH DA 90.82 87.92 92.78 SF AR 94.68 90.90 91.68
£S5 SWEEARI 12 MEAREWERNFEZI(N=3)
Table 5 Effects of 5 kinds of purification methods on recovery rates of 12 kinds of veterinary drugs (n=3)
AR 2T B I (Il e S A W AR T O 22 ) %
it H £ 55
HLB HEX+HLB PRiME HLB HEX HEX+PRiME HLB
AL 65.69+3.37 52.42+2.33 76.214+4.05 60.41+4.88 66.02+5.14
FH i e 65.41%6.11 52.2143.97 69.68+2.15 49.29+5.38 47.11£3.17
LA S 64.9242.32 97.79+5.44 94.77+4.31 71.76+4.87 85.17+5.31
IR A 79.87+7.04 75.32+5.05 94.57+8.03 98.07+10.22 79.66+4.29
EANTRU 68.62+£6.23 71.43+5.11 100.32+7.05 119.28+10.18 85.04+8.31
Fmb A 77.58+3.31 59.79+2.05 91.69+4.22 86.76+4.39 67.91+5.09
KRV 63.71+8.15 37.88+5.06 73.43+5.86 36.82+5.14 27.39+4.19
Bagh & 74.70£6.16 44.11£5.97 70.28+6.79 47.02+4.09 30.88+3.87
AR A 68.12+7.77 40.61+2.04 74.11+5.93 48.03+4.64 35.48+2.99
AHER 118.79+8.29 55.09+3.99 84.68+6.31 57.17+4.96 131.49+9.98
HiNE=R 121.72+6.33 82.77+6.11 120.41+7.97 133.16+11.32 124.2+12.31
S IR % 111.77£10.97 125.18+7.76 94.08+6.17 137.02+10.87 125.66+11.87

SEH{E 81.74 66.22 87.02 78.73 75.50
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W EE e Ak R AT LR R B P A T T R
HEX+HLB>HLB>HEX+PRiME HLB>PRiME HLB>HEX,
Hoh 22 HEX b5, B A i 1 o v iR A S0
25 B0 F [ %5k F . PRIME HLB (87.02%)>HLB
(81.74%)>HEX (78.73%)>HEX+PRiIME HLB (75.50%)>
HEX+HLB (66.22%), HEX 1k J5 () BICRZE 36.82%~

137.02%=2 18], PRiIME HLB } 69.68%~120.41%, HLB &
63.71%~121.72%, HEX+PRiME HLB }J 27.39%~ 131.49%,
HEX+HLB 9 37.88%~125.18%. M [l 2 A48 5 AT LU 4347
153, HEX I ASZI T AR ZEBOWROCR, R Hai HEX
HARAS AN BT B A5 A, 3T HLB 1 PRIME HLB (1)
&, PRIME HLB HJ#HbRECR LT HLB, #AWFoT %
# PRIME HLB [# M3 B gE T4k, 45 S 15 SR e 4032
7 B TR €20 - DU RRFT A 7 R i) S5 R v R R A R
s H g I B LA A ) P A v i P %) ¥ Ak <X
AH I
23 FHEZFFMN
231 &MHEESEHR

& 1.3 W5 EBLH 6 K IR S AR EE R, 7EikE
B ISR BHSE SN I TR, UL BB A E 2
B A AR . TR (X, png/L) WAL AR S
W AR ZR, 12 R 2 iy 0 T AR 5 BT AR 25 B Pk
TEFE N IRPE R RAF, MHRREL r 4 0.992~0.998. LIE
BB TFEME L S/N=3 TR B9 H PR (limits of detection,
LOD), S/N=10 115+ it (1 & & FR (limits of detection
quantitation, LOQ), iR ULE 6, 12 Fp &2kt BR7E
0.05~1.50 pg/kg ZIHl, E&FRLE 0.10~3.00 pg/kg ZIHl, 3
FhABREBIAYHERIREE 0.10 pgke, 5 GB/T
22338-—2008 ( BhW ML bt i S R IS 2 W ak B 1 E )

55 kPR E R IRRR AR R]; G RIeRE . R A s R T e
24 0.50 pg/kg, 43515 GB 31660.5—2019K S £ 5
o4 NIBERRER B BRI YRR (- FR BT TR ) . GB/T
21318—2007 SR & rP A SE PRI SR B AR 06 ik ) M
GB/T 22286—2008 { shpilith & & rh ZF p-Z ki sh 5%
WA I AE VRO - FR IR TR ) AHIR SRR B
W RFISRI RN 1.00 pgke, IR IR FE ISR N
2.00 pg/kg, FRATPEHR 3.00 pgkg, /N GB/T 21312—2007
CEhpiEtE B R D 14 Flds T2 5k BR A s JBORH i
I/ B ) T R
232 WRELHEEE

12 Fp-E25 0 s B SE I+ 1.3 AR R RTAL R Ty 12,
) 2s R A I AR . L 8 3 KO RTR A AR
WCHEAT IR BRI 58 (n=6) o ARYEAIIRE i FARAESS b
25 P 2H 43 A 08 T AR TS [l i 2 R0 R X A 7 i 22 (relative
standard deviations, RSDs)¥J%) T3 7 if, Z5HEKH, &HE
W12 FEE 2GR B R 80.02%~114.24%, RSDs A
2.09%~15.03%, TG 25k EEEG T I ER .
2.4 KPRt

I PR JIT 3 ST 1 3 ke I il T A R T 3 1 B AR
157 200 HEUAMBTRI, HorPAgEE 100 HEyk, P58 S0 HER A
HSE8 TR S0 bk, RS EoR: 6 HEUARM A H BHIEAL &4,
HAg R PR 2 Stk R P IEER | R, KHE
KUK A 0.98 png/kg; FIIPE 1HEK, KB EH 10.22 pg/kg. 15
HP 1 AR, KR 519 peke. BSISER 3
Heyk, JorR R SRR LR, KB (iR 3.19 pg/ke, £
1 R EWkeRe, #H1E 50.20 pg/kg, # it HANME 1 LK,
K B K 4.98 nglkg. BAREER A 97.00%.

#6 BETLMEAEHHEMER. KSR HXARK. KHRFESR

Table 6 Linear ranges, linear equations, correlation coefficients (r?), limits of detection and limits of quantitation of 12 kinds of

veterinary drugs in poultry egg

&2 LA/ (ng/L) LY LODss/(png/kg) LOQs/(ug/kg)
& Wb 2.50~50.00 ¥=0.624367X+0.371743 (0.995) 0.25 0.50
FH i e 2.50~50.00 ¥=0.724278X+0.0911221 (0.997) 0.25 0.50
SARFES 2.50~50.00 ¥=0.380848X+0.0349035 (0.992) 0.25 0.50
Wb B 10.00~200.00 Y=2.74317X+2.08833 (0.995) 1.00 2.00
WNTR 15.00~300.00 ¥=1.7005X+0.940587 (0.995) 1.50 3.00
e S 5.00~100.00 Y=19432.5X+363.948 (0.996) 0.50 1.00
B A 5.00~100.00 ¥=0.378602X-0.009211 (0.998) 0.50 1.00
AT A 10.00~200.00 ¥=20599.5X-2279.79 (0.997) 1.00 2.00
Kb A 5.00~100.00 Y=22548.9X-1561.29 (0.998) 0.50 1.00
AER 0.50~10.00 Y=0.294792X+0.0349035 (0.992) 0.05 0.10
% 0.50~10.00 Y=362.779X+92.1132 (0.995) 0.05 0.10
N 0.50~10.00 Y=1463.5X+428.881 (0.995) 0.05 0.10
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®7 BFP 12 HEABHFMITEILEF RSDs(n=6)
Table 7 Average recoveries and RSDs of 12 kinds of veterinary
drugs in poultry eggs (n=6)

oy EEE DAGERE SRR

. TR = = =
2 2 RSDs [EIE RSDs [II#% RSDs
% % % % % 1%

X 10442 6.14 103.37 4.79 101.28 3.93
ANk W8 98.19 3.26 99.21 4.78 104.08 3.13
IS 102.52 4.53 104.10 3.91 101.87 2.09
X 11424 8.56 105.57 4.51 101.58 4.15
FH i e FS2E  104.08 5.85 99.08 4.98 9586 5.01
MIE 10123 6.32 102.07 534 93.82 3.98
E  107.02 4.28 101.92 5.75 10595 5.09
AR WE 10421 2.15 109.46 5.15 96.44 4.65
WEE  97.37 3.26 103.58 4.76 98.54 4.19
E  86.30 9.05 9220 143  89.72 8.35
WHEDE  WHE 9722 854 90.58 598 90.61 7.11
WIE  90.66 6.78 92.07 6.15 94.08 6.54
XE  83.30 7.09 107.14 1222 86.87 7.93
WV E  W&E 7998 6.15 8920 9.11  95.08 6.31
WEE 8721 7.16 90.18 9.01 9321 7.19
E 92921022 87.07 7.12  79.86 8.17
WRVRE ME 90331013 9242 598 90.08 7.16
WEE 9171 8.15 90.07 6.11 9322 6.19
XE 103.32 7.72 106.51 9.09 111.69 7.91
R s WE 92.28 6.92 101.43 5.68 94.13 3.98
BEE 9032 5.67 9422 522 9722 5.1
ME  89.89 8.69 84.77 8.71 80.68 8.12
ARVE WE 9027 7.1 9222 428 90.94 7.91
WHH
XE  104.7715.03 98.08 4.29 8241 8.4l

Wb Mg

WEE 8738 9.16 90.19 5.11 86.02 5.11

91.29 6.27 90.18 5.18 87.22 6.11

9233 7.11 91.17 5.09 80.02 5.98

ME 10220 831 9523 7.52 9821 3.89
AH/R FEZE 10121 411 9416 5.09 90.28 4.07
WIE 9827 4.09 95.89 6.01 92.88 3.01
X 90.88 9.21 87.48 9.09 109.92 9.67
FHIER & 8731 725 8932 8.18 10231 5.86
H9EE 88.03 6.08 8828 7.08 103.22 6.13

M 109.01 8.51 108.37 3.95 101.41 9.11
.
A
Bz 5%  101.18 6.22 8732 3.44 9479 6.28

WHE  86.26 8.22 9492 4.11 9273 5.18

ATFFEIALT 12 FPES P25 B A g 25k . R
KT MBI, BRI RS, @&y T
1.0%F R 2 JiE 1R, Oasis PRIME HLB ik, RN FrbR
HE Mk i, B R RO €83 - AR I DT S vk IE A R s 4
HEME G 12 2588 8 B 5 2 R R R F
TG ERITRMNH, WK HAEIRREDRE, 8%
PR S R RN S B R A, B — 2SO 4 T TR ARSI £ B
A, ABEGTEE T BT 1k T LA 2R A R AR AL A
WIEAT RIS A3 BT, BEEAI T RS b BASF ] 55 2 A
T TAERER, & T 5258 8 5 ke DB e 1) g 57
RBEHOR LR
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