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AR T H T RAERSHBRILC/MS/MS WETTE,
MAERMABRIADE, BRAVE. SFVE. 58
=G [AMFEK BXEE REER. 4BF. B K
“HEE. BERPER mE_FSEEE. HREM
SEFR. UERMENERIRATADE -d8 MFEfEF
-d3, XXMM RAY QUEChERS JTiEX 49 it L R 71
B, XRITERBEREFNEGNE, s REE. BRERE.
EIMSMEBEREENER, REEREEEEINHEN
TR FPRRAEREZBERBNER,

1Ry AN RIS B 3R A R R R

TR — R TR 10 ng/ml°
Tk i PR e - YES 10 ng/ml°
R R e 10 ng/mP°
BAEER RIE W B 100 ng/mle
REEE RINAEEE 50 ng/ml
BER RIAEESER 50 ng/ml
FBEG B - WELAZ 5 ng/ml
£ Y5izp N B - WELEZ 10 ng/ml
fELE AIEETR 5 ng/ml¢
KR E FUE TR 5 ng/ml?
R 2 AIEETR 5 ng/ml?
PU3R s WEZSS 300 ng/mle
2EX WEZE S 300 ng/mle

a US FDA/CFSAN rh#iLRE B 4973 Fhff 52 3 e e S B PR 1A 1

bFr5lA "REKRBE MARMIE

CHPPFEENEMEZE, ATEREEMER 100ng/mL (AR ZE)

d RAMEMRRREAKF, AT7EREH Sng/ml
eMZEBE/MEMARNEREENRSZEE, ATERES N 100ng/mL,
2R E 3y 4 FRRRAR TSN AR R 0 (BRI R BRI 1

R FE

e

Perkinelmer Altus ™ UPLC® 3% #8 & 4. 4 Altus A-30
BHEEER HFREERAMEEE. RIEMN
Perkinelmer QSight ™ 210 = & PU#RAFFIL{X, Simplicity
3Q MR EEHIFTENEE. REFLIBHIE,

BESH
RIREETEURFUEB TRSEIEK 2,
Bl fREYRERATAE

PrAEET . XTI RRAE RSN LOMS R, AR
FROEMIEE Sigma-Aldrich® AF], FF 4'C KRR,
BT B- ABLRREEAKERBFN, HRNERHYE
ARERHER. b- ABEREIERREBRT TERR
., HRMARRERR T REEZRISBIER T,

M C18 3% 1L 5 M F Supelco AF), Fr A R I{EtRA
BRELERTE, FHEM 2mL MARE#HRE MR, IBALEL
EYRER. RARARHNER. TRDE 08 AT EEER,
WRRRMUIAERE, FUBF O3 BT RIRNESA B - ABLARSE.
K 2-LC JjikFn MS 58

LC &1+
. PerkinElmer Brownlee ™ SPP C18_ 2.7
BT .
um . 2.1x100mm (=4S . N9308404)
BRIA. K (& 5mM BERER, 0.1% HER)
JAF B, 95% Z & /5% FEE (& 0.1% HER)
BeHiE)(43-%) %A %B :i:E5
AN 1 0 95.0 5.0
2 0.50 95.0 5.0 6
3 7.50 40.0 60.0 6
4 10.00 0.0 100.0 6
5 15.00 0.0 100.0 6
6 15.30 95 5.0 6
N 12 . 100% B 3 BEAE, 3 j R
SRR . /—6}“%@1\ : o BB, 30 EFF
e EAEa e . 4.2 54
TR 0.4mUmin  E#: 4200 psi/285 bar (FRARES)
EED 30°C
HRHATR. 10 pL
HREEREE. 7°C

MS

B EER BHRE, EBTHER
FrEEE®E (BSR) RE. 75

HSID ™ 38 320°C

B I 5 B 7 - 5500V

BREE: 425°C

EhEE (BASR) &E. 175

AR MRM 31w

XA THMEENFNEATAEHER, FURE
FEEEr SMEMERAETRERZBRN. XH
R MR QUEChERS RTANER 75 7% 2,3, RS EM
T (1) E5mL=EaBENEY (ERMRE, RE
H15ng/mL) HAnAN 20mL BVUER (REHZE) .
(2) y®EERS Tmin, &F 7800rpm T &> 10min,
(3) BE EE®. A 1.2mg 9 C18 44T . AF
BREBERD: (4)&HE Smin, 7800rpm &5 73 4f (5)
REL12.5mL &k, F40CHASMKE 1.5- 2mL;
(6) A 15% FE/KBRERE 2.5mML, RIERES;
(7) i3 0.22um PVDF ffL g BE, ALK X ABERET
irfEETEENT, FTLRSE7 TREEH
FTREREREAMAIE, ERARAEdZSeEE 0.1ng/
mL-1000ng/mL, SNMRESEEHFES K, #HTHE



BigSH it

ATLEHARH B EYIRAEB FERNNERSERE
M, RABHEMBERIEMEE S, MEBERENAIK
LS E. MSERE. BT REENREFERENUE,
ERRNZR I 10pU/min fY770E % 0.5 u g/mLﬁ%HkEﬁﬂM ﬂ;z,s—c/\ﬁla
AKX 0.5mUmin BIR, ARAZBEKER (

1090, £ 0.1% g, 5mM Eﬁﬁx%c) ENUEH, i/\ﬂc/\
PR FIRE 4 05 po/ml k(L REIZERER. Q1 #1 Q3 M99
P 0.7amu, EMLERRIESEIENR 3. SMLEY
IRE 3 X MRM BFXt, UK RBAM 4R

ZR5WE

R ERWENKETTEHITIN, S MIERIIBOER
LARRAREE LOQ Nk 4, £ MAERR LOQ LLEM A 52
KFERARE 5-100 5, SKRERKR, KITETEHEF
PFFERRNER, B hFNERIMER (REA
Sng/ml) FREERRFAIEIEAGTZEUE T2 IEE . ME 1 afIE,
BEEReERIt. XRAZEFNEREARER, EH—
RIIREOFERETIER (O MRER) | BERERHSZ
SEEI 0.1-1000ng/ml, [l 2 J%afE — FIEIE RO Ze ]
GMSERRT 4 MBS, FRaiAERLEYRIRCEr 22
PHARXFE R AT 09958, BHRFMLMXF, K57
ML EYERRIRE MESHE N EI LR,

R 6 BRTHPHERMIFERALEER, KBRNEX.
TERREA B - WEEAREIAE R EIKETE 70-120% Z 8,
B RSD E/NF 20% (n=5) . HEEER 94 5T B U
K7 60-70%, {BHIFZ AT BRI LK, B
WFE K 30%, AAEHNRBERE. XREDE -d8
B|EF -d3 97129 70% F190%, HFIEERMMAFE
BRAADAERBUIEFSHIMEMIR K, SEARA
FNRRREREEIERUEUHEILKE, XARRD
B -d8 e A EE AN R R LAY, TiREUTRE
BB R BT IE . 5 A AR I fe S v B A9 3] U R
SEEl X 80-110%, MMKELAN 30%, ESFEHIR
R RAMRERZEIIRENRS B EFNLE
ZR, ROXEBTRTARRFANEEBXRTEUER
MERINOTWE, BRTLABRN, EEABRUEYE

ZEMBPEANEREREE, MASEXACENFRE
REM BB  R 290 27% F198%., A K FAAFE
HFRA R RS A 0 B R EC S ARE S R A9 R B Z (8 #E 1T

B, MURBHMERBEERL. EREH. TRFE
ERBRBAE R, BERE. KUABEMN b - B

KUEWMANPENERY.
BRIy, HXmE,
HREANEE,

MALRBENIREMG, 2T SO AEREBEE (1%
2| 5%) MR, KRERKHE, SN FIEREIR
REMER. RMATCEDERRERSENFRT,
H[EIYE RSD {EHY/NTF 15%, XFE. LEHEKRERS
¢ﬂ¢m%%AE%%TX AL FNMEEYY

BNT 3% MRM BFx, Ef 25 MRM 5 ¥ 3¢

EEERMMNTRENYE
W& PRz IR B B g

--

TRk R 337 279.1

T PR T e 4.38 254.1 107.9
BiEth R 5.15 10 311.1 156
BREER 4.93 30 4353 695.4
RREE 5.70 30 916.5 174
TS 5.41 20 734.4 158
FB%RG 5.38 30 3349 160
S P AR 6.6 30 436.2 277.1
SE0E 3.30 10 361.9 317.9
KA E 338 10 3319 313.9
R 2 3.93 10 385.9 367.9
MR E 3.52 30 445.1 410.1
+EBR 433 30 479 444
AL -d8 3.36 10 340.1 235
mEF -d3 7.20 10 300 282

107.9
91.7

25 91.7 40 107.9 50
20 174 30 87.9 55
46 100.9 64 144.9 48
40 576.2 22 115.9 66
22 176 22 113.9 48
18 113.9 62 178 50
25 343.9 25 260.9 35
24 230.9 51 187.9 75
28 3419 24 298.9 36
16 154 24 97.9 36
26 462 22 154 36
48

30



ATEEMHNELRIE. BXNE-—NBTFEEL, #
AR MRM BTN FEENIE RAEESHER
MR EMETHNERRSEES TIEERILE,
EABETFE., R7RTTBHRELEVEFDHERSD
MEHBTEEL. FRREKETHENS TILEF
HBETFEEL £11% 28, KT RBPUEZED DT
SANCO X f° MlE +30% M AIFIREEE.

EHMEEAFRBBUR T ARG AR, BikE #E
TRENEH B - MELER KA INARIRE A 10ng/mL, KA
FE R MR R KU ESWIINFRIRE A S50ng/mL, X HRZ
HTRKEAO ANBREMXE, B3RTTHNERT
10ng/mL & B% = g IE 5 A iR e R B #1713 — LR &
TR, fEES 6 Rttty BEZHFERMEERLAET
B SKRER MR Z=ENRARIEMURFERFARREMN.
6 R KHREMNIXE R 13 MPAETHH 10 7
EENESRELRS. B3 MIERBEENEERS
MR, SEES2RERER 30%,

K 4 FUEE TR R AP R LRI . M5 R E LKL LOQ

tawm LoQ

BRAEMLRETEE | AXRHR

R _EmwiE 0.1 ng/ml 0.1-1000 ng/ml 0.9986
i R 0.1 ng/ml 0.1-1000 ng/ml 0.9996
Rt &R 0.1 ng/ml 0.1-1000 ng/ml 0.9991
BREE 0.1 ng/ml| 0.1-1000 ng/m! 0.9990
RERER 1 ng/ml 1-1000 ng/ml 0.9980
AR 0.3 ng/ml 0.3-1000 ng/ml 0.9958
FBEG 1 ng/ml 1-1000 ng/ml 0.9981
A 1 ng/ml 1-1000 ng/ml 0.9985
SEDE 0.1 ng/ml 0.1-1000 ng/ml 0.9982
RRDE 0.1 ng/ml 0.1-1000 ng/ml 0.9978
R 2 0.1 ng/ml 0.1-1000 ng/ml 0.9968
WEISS 0.3 ng/ml 0.3-1000 ng/ml 0.9956
£BE 0.3 ng/ml 0.3-1000 ng/ml 0.9984
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Pl 1- 7 g 5 o vl e i — Y e B I - il 1 (HRBEE Sng/
mL) A NERE X, B C Ak Xt

120

100

Fe =0.9986 /
80

Response Ratio
3

0 200 400 600 800 1000 1200
Sulfamethazine Concentration/ppb

P&l 2- Aty o v i e — W g A o M 6 R B, iR EE YL 0.1-1000ng/
mL,n=5



RS- R ASEHR BEKSE T DA 3R AL S P B R

2'5"(?{:;")“5'3 5ng/mLRSD (n=5) | 10ng/mLRSD (n=5)| 25ng/mLRSD (n=5) | 50ng/mLRSD (n=5) 1°°’(‘2’="5‘§RSD

R R 24 % 24 % 1.1% 1.4 % 0.8 % 0.7 %
g 35% 4.7 % 28 % 1.7 % 29% 1.4 %
i 3.0% 0.8 % 2.0 % 1.6 % 1.2 % 1.7 %
BXEE 0.7 % 1.5 % 1.8 % 0.7 % 0.8 % 1.1 %
REER 78 % 43 % 39% 2.1% 22% 1.4 %
IBXR 4.7 % 38 % 4.0 % 1.7 % 23% 0.8 %
FBRG 3.0% 4.4 % 4.2 % 1.4 % 2.6 % 1.5%
SR 4.5 % 4.4 % 3.7 % 25% 1.8 % 1.4 %
SE0E 29% 1.9 % 2.6 % 1.5 % 1.7 % 1.8 %
KRDE 22 % 23 % 0.9 % 3.1% 1.0 % 1.1 %
R 2 2.4 % 2.8 % 2.0% 1.5 % 2.0% 0.7 %
IEZES 6.1 % 5.9 % 6.1 % 4.7 % 28 % 1.3 %
BEX 5.6 % 5.0 % 5.7 % 36 % 41 % 2.1 %

R 6 W HUE R IAC A M AEA I A 7T (9 SR S B el

AN ANEIR R BE Bl 2= RSD B RBR EHEE B4 3= RSD B

k¥ (ng/mL) (FAEg) (FE) (ZFE) (ZH8) (Zh#)
TR = FIELE 10 102 % 8% 110 % 101 % 9% 102 %
& A 10 103 % 10 % 93 % 105 % 13 % 97 %
R R 10 96 % 7% 11 % 104 % 7% 106 %
BREE 50 89 % 10 % 127 % 82 % 15 % 103 %
RERER 50 97 % 14 % 83 % 92 % 17 % 97 %
ABH 50 98 % 1% 80 % 27 % 17 % 91 %
FBRG 10 103 % 10 % 94 % 84 % 10 % 96 %
S F R 10 94 % 13 % 97 % 96 % 13 % 102 %
SHIE 10 101 % 17 % 163 % 97 % 1.7 % 181 %
HARDE 10 102 % 16 % 174 % 87 % 1.0 % 163 %
U R 10 104 % 1% 162 % 96 % 9% 142 %
mHERE 50 32% 5% 152 % 24.% 5% 120 %
S 50 25% 8% 177 % 21% 10 % 130 %

7 RO EIR AT T HUER BRI FE SR

TR Z HIEIE 57 % +5% 43 % +6% -gz

e 99 % +5% 90 % +6% £

B R 38 % +6% 29 % +5% Z

BXEE 76 % +5% 64 % +5% Ze

RREE 44 % +6% 26 % +11% :

aBE 46 % +5% 2% +6% 2

EBEG 78 % +5% 50 % +10 % 3

ST 43 % +5% 38% +6% 3

gﬁﬂ\g 69 0/0 - 9 0/0 62 0/0 * 7 OA) ’ 0 50 100 150 200 250 300 350 400 450 500
TR E 43 % +5% 2.5 % +12% Run Number

WAL 13 % =7% 8.1% +7% Pel 3- 2 B — PR ) K IR KRR . (R 10ng/mlL, 4%
MR E 3% +6% 21% +10% R 6 K)

£ER 68 % +6% 37 % +6%
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AXFK AN RA QUEChERS # RETANE iR B T 44 1. US FDA/CFSAN Tolerance and /or Safe Levels of Animal
A EESRBANTE, XA RS RE. BT Drug Residues in Milk; memo dated Sep 27, 2005.
e SREEMERMEIS . 28R DETAE 2. S.B. Clark, J. M. Storey, S. B. Turnipseed, FDA Laboratory
N . NN Information Bulletin, Lib # 4443, http://www.fda.gov/
2 - PN E o] - % S
RENMERUENRE T RIFORIGCR. KTER 2 downloads/ScienceResearch/FieldScience/lUCM239311.pdf.
R Ry S B ME /T o o %
L-anpﬁgmh_&l‘%ﬁml‘ﬁé T’imgﬁ’l‘ﬁ%?‘{: ‘E\jﬁ 3. L. Geis-Asteggiante, S. J. Lehotay, A. R.Lightfield, T. Dutko,
RIFAREEMRBENRBE, KBREHEURKER C. Ng, L. Bluhm, J. Chrom. A, 2012, 1258, 43.
R 1% LOUMS/MS REG0E AT KR A E RN R 4. T. Yamaguchi, M. Okihashi, K. Harada, K. Uchida, Y. Konishi,
. W EFEV 4R, K. Kajimura, K. Hirata, Y. Yamamato, J. Agri. Food Chem.,

2015, 63, 5133.

5. European Commission Guidance Document on Analytical
Quality Control and Validation Procedures for Residues
Analysis in food and feed, SANCO12571(2013),
http://ec.europa.eu/food/plant/pesticides/guidance_
documents/docs/qualcontrol_en.pdf
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