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HER, BHKTZRTET. MBEREMNRERSIDE
KEXBESRE. MRSV EHERNRE, KEHIIHEE
TN RAY . BRURYFEL, AETERHEAZKBNE
K% B 2+ #F ( Maximum Residue Limits (MRL’ s)) o It
o, BEBIELFNE—ERELWIANATECKHNHE
EMAEYHAMER ( EU regulation EC37/2010; Commission
Decision 2003/181/EC; 21CFR Part556 Tolerances for
Residues of New Animal Drugs in Food ) , 7 A3k 4 &,
NATHEEASRAENSEFEN=FHRTREMD
MRM B E, REMBREMENEBRREMHERNEI. £ MRM
FREERT, XEHNEGNETMUEYTENRKERAIEF, X
kEmABEFETATEIREE, FREEEREFSIILRE,
HmEINMEED.

David Baker ", Laetitia Fages ?, Eric Capodanno ?, Neil Loftus "
1) Shimadzu, Manchester, UK
2) Phytocontrol, Nimes, France
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AAEEA. BE. BERES FORBUETIIANREAS
0.001~0.1mg/kg EZ, EAFNHERER. BIRIREMSR
MERESKBTEESHRE, MK UF IR EEEREE
T Nexera X2 F1=2 AR FRIE LCMS-8060 BXA (3 1
Mz 2) o 712 DRI 200 ZLFEZ, K& 2000 Z4H
MRM IE iR B FiRiE,

1 REEMN

BEKREEE  Nexera X2

Bk Restek Biphenyl (100mm x 2.1mm, 2.7 pm)
R 40°C
TR 0.4 mL/min
TENAE A 0.5 mM FER$RA K (0.1 % FER )
ENAE B FEZ (0.1 % FER)
Time (min) B% Time (min)  B%
0.00 2 14.60 2
HEEBEF
12.50 100 17.50 Stop

14.50 100

LC-MS/MS fMIZE 200 & FheEzh5% BB

2 L&A
=EMRAFRE LCMS-8060
U FR Aef 8] 1 msec/3 msec
IE AR B (8] 5 msec
SEE EHERT 218 fiz54 (D&MWY )

MR T 11 #z59
T (RBFTRTR)

BSEE 350°C; 300°C; 150°C
(BFR; hn#dEsk; DL)

SREE 3 L/min; 10 L/min; 10 L/min
( =

BHR; MR, FRR)

W MRM iRy =

7 LabSolutions LCMS T ks 89 A MRM Stk T
BEFNXER (MRMEX ) REMERGEREE, XUTH
BEMBESHARE, AAXEEISENTEIRNEFIXHF
K, MHRBIUENEELERMNEER S, i, BHEEEE
BYHMEMEEFX, AEHESHSTRETRANEN., —
MIRBFENSPOBERBFNZEHUNZERHRG.

mER

FHMRM REEXTIRENMMEVE LN ~YEFH
BB 47, B4 E= ( Chlortetracycline ) , Bid L RiE
B, IREHN 11AEHETY (B1) AAEYBETRILA,
ByREE, BTFERCEDHEIA (EBERE—MUREXN
MEF ) . 1R 2016 FRHAIE 6 5 ESVAC i, 2014 4
9NMMBREMNMEAYHEEETF (MU mg/PCU MELAIR
R) MIRRREAY GRS, 4 33.4%; HAAEEREHY
(25.5% JFRERLE A 11.0% ), AL IEESBRIEARREAE )
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Compound name Chlortetracycline
Accurate mass 479.1216 [M+H]+
Formula C22H23CIN208

CAS 57-62-5

MRM Spectrum Mode
11 MRM’ s acquired for
chlortetracycline at 10pg/uL in egg.

1:479.10>444.00(+) CE: -23V 7:479.10>300.80(+) CE: -45V
2:479.10>461.95(+) CE: -35V 8:479.10>287.90(+) CE: -53V
3:479.10>154.00(+) CE: -34V 9:479.10>274.95(+) CE: -44V
4:479.10>98.05(+) CE: -45V 10:479.10>370.95(+) CE: =31V
5:479.10>260.05(+) CE: -60V 11:479.10>285.85(+) CE: -56V
6:479.10>303.05(+) CE: =37V

MRM Spectrum mode

Higher specificity

Higher reporting confidence

Library searchable fragment data.

The number of precursor—fragment ion transitions monitored is limited only by the structural chemistry of the molecule.
Typically more than 10 precursor—fragment ion transitions were monitored for each veterinary drug.
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1 4£E% ( Chlortetracycline ) MRM &%

& & % (Chlortetracycline ) # &% MRM £ £ 20 & BHTERAFBTHNYB TRGEEBIS R ARIEREZERN
— R N A St ety N
2 i, MRM RS E— %4 T MRM RIS~ B T4 by, BILREEARERSMRFUEMLRL,
WX, FYEFRETHBTEELR, WERLEYHTT
£E,
m/z 154.00 m/z 274.95 m/z 444.00 m/z 461.95
[Accurate mass 154.05042] [Accurate mass 275.04749] [Accurate mass 444.08501] [Accurate mass 462.09557]
FormulaC7H8NO3 (+4H) FormulaC15H1203CI (+4H) FormulaC22H19NO7CI (+2H) FormulaC22H21NO8CI
. OH O OH O 0
OH+ o) OH, |O OH OH [0} OHOHO ﬁ
T LD CLrty
OH CH. HO CH.
Cl '3 Cl N
N ¢ H,C” CH,
HLC™ CHy
m/z 303.05
[Accurate mass 303.04241] 461.95
m/z 98.05 FormulaC16H1204CI +(4H)
[Accurate mass 98.06059]
FormulaC5HBNO (+4H) OH i) OH
HC
\ +
Y\OH 154.00 /2 260,05 O“ .
N [Accurate mass 260.02402] CHy
HL CHy FormulaC14H903Cl- (+4H) ¢ HO CHs
[0} OH
98.05
CH,  260.05
CH 274.95 303.05 370.95
C HO Oy 287.90
NN T e e T I
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& 2 £E % ( Chlortetracycline ) MRM £t Biik B K& 7 5=
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Chlortetracycline MRM Spectrum 444.00
Similarity Score 98
Matrix Salmon 461.95
154.00 274.95 285.85
98.05 ‘ 260,05 | /303.05 37005
0 ‘ ‘ 1 \‘ S
) oo o
9505 260. 05 / \303 05 370.95 Cl 3 o e
154.00 274.95  285.85 3 3
161.95 Compound name Chlortetracycline
_ : Precursor 479.10 [M+H]+
Chlortetracycline Library MRM Spectrum 444.00 FormulaC22H23CIN208
100 150 200 250 300 350 400 450 m/z CAS57-62-5
Chlortetracycline 444.00 Chlortetracycline 444.00 Chlortetracycline 444.00
Similarity Score 99 Similarity Score 98 Similarity Score 99
Matrix Beef 461.95 Matrix Milk 461.95 Matrix Egg
461.95
154.00
154.00
274.95 274.95 15400 57495
98.05 260.05 | 98.05 260.05 98.05 260.05
‘ 1303.05 370.95 ‘ 303.05 50495 ‘ 303.05 370.95
SN (N AR T I | S N I N I I | SR NN IR A T I |
0 100 200 300 400 m/z 0 100 200 300 400 m/z 0 100 200 300 400 m/z
3 EEFREREGERFIAN 10 pg/u L £B = ( Chlortetracycline ) £ MRM it &l
e FIRBEFMAI pg/uLIRENESTRIER 10 pg/uL B £ BF ( Oxytetracycline ) . # & = F & I 1T
( Virginiamycin ) S1 B} 83 MRM R B X 4R Bk & 4 F{k ( Sulfadimethoxine ) . BEME ( Ormetoprim ) REH R
A¥7En=10 BTIEWU"‘Z*%!IH 4 Fﬁ/_\o B R fm B9 4R & X (Virginiamycin) , EAFNHERAR (n=10) , FX
N TE> BT 99 (B 1R, REE 10 R MRM AEMMHMRM 7 (MRM: 24 ) ¥H#FTNE, 5 MRM
REE#TTER) o B, m&@m&m&q:ﬁ%um)\ FUEE ) RSD% #1TLER.
Virginiamycin S1 MRM Spectrum
205.05 Compound name Virginiamycin S1
m/z 205.05 Precursor 824.35 [M+H]+
*‘ [Accurate mass 205.06077 ] Formula C43H49N7010
FormulaC10HIN203 (+4H) CAS 23152-29-6
177.00 550,05
162.10 ‘ 481.05 oH
‘ | ‘ 259.10 45300 56915 66?‘20 B
0 ‘ ‘ ‘ % T . N NH,
3
B 259.10 ‘ 453.10481 566.15 663 20 I
290.05 HyC
177.00
m/z 290.05
[Accurate mass 290.11353 ]
FormulaC14H16N304 (+4H) H M
205.05
Virginiamycin S1 Library MRM Spectrum
150 200 250 300 850 400 450 500 550 600 650 m/z
Virginiamycin S1 Virginiamycin S1 Virginiamycin S1
Similarity Score 99 Similarity Score 99 Similarity Score 100
205.05  Matrix Salmon 205.05  \atrix Salmon 205.05 Matrix Salmon
Injectiont Injection 5 Injection 10
177.00 1621711).00 177.00
: 290.05
162.10 290.05 566.15 \\ 566.15 162\'10 290.05 566.15
) 134.00 | \ y
48105,/ 663.20 48105 | 663.20 ~ 48105 / 663.20
259.10 453.10 ‘ ‘ 259.10 453.10 ‘ | ‘ ‘ 259.10 453.10 /
[ N {18 i N I 1 L
200 300 400 500 600 m/z 200 300 400 500 600 m/z 200 300 400 500 600 m/z

TR — R A R

== | OyEECrElne) ( Sulfadimethoxine )

REME ( Ormetoprim ) #ERIT B ( Virginiamycin )

MRM £ & 2MRM’ s 8MRM’ s 2MRM’ s 11MRM’ s 2MRM’ s 11MRM” s 1.18 11MRM” s
FIEER 1890170 1729171 7809989 7809989 11MRM’ s 8160952 2232967 1956045
EEBT RSD% 3.74 3.04 1.49 1.46 1.54 1.18 0.91 1.65

B 48EeFIREURFIMA 10 pg/u L #ERITEE ( Virginiamycin ) S1 8 MRM FRi%4 R (n=10)
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WHAMRMREEXHAEITE E

| =
N E
HIEE MRM R EX MR EN, YE—H#a#TESEH# FUBEN#HT TR (B 4) . ERFA, BAAHERN RSD%
B FrE AT T 55 R EU 35/ SANTE/11945/2015 PET 4% (n=10, 10 pg/u L AIMRE ) . B SRR AER
MEMLEERE (HMRBEEUEED 2> MRM B FLt ERARRKG, BERWIE ( Sulfamerazine ) A9 MRM Fik &I
EELTAFEERN) . BNHMEeNBEMNESERMES MRM REMELER,
- 156.05
. Sulfamerazine
S s
65.00 110.05 Formula C11H12N402S
CAS 127-79-7
80.0
3‘8.95 66.05 93.1 199.10

| \ \ I NN o o
0 20 40 60 80 100 120 140 160 180 miz [ | N/
6.496 156.05 || )\ /é
‘ HL™ N7 ONH

6
Sulfamerazine | |
100 pg/uL 92.05408 05 172.05 ! \O\
Matrix Beef [N
65.00 110.05 N NH

80.0
3?-95 66.05 ,93‘L0 199.10
0 20 40 60 80 100 120 140 160 180 m/z

2

MRM Spectrum Mode
11 MRM’ s acquired for sulfamerazine in beef.

45+ Sulfamerazine 1:265.10>156.05(+) CE: -17V
4] Calibration curve 1- a 2.265.10-02.05(+) CE: -30V
35 100 pg/uL 3:265.10>172.05(+) CE: -15V
5| Matrix Beef 4:265.10>108.05(+) CE: —26V
5:265.10>65.00(+) CE: -11V
25 6:265.10>110.05(+) CE: —22V
2 g /- 7:265.10-80.05(+) CE: ~15V
15 ) | : 5:265.10-38.95(+) CE: —14V
] I | 9:265.10>199.10(+) CE: —21V
05| 5 ] y:Oégiﬂggggc;OO% | \ 10:265.10>93.10(+ ) CE: 30V
. =0 /\ 11:265.10>66.05(+) CE: —24V
0 20 40 60 80 100 T
5.60 5.70 min
COHC(—?HUGUUH
(pg/uL)
[ 5 HEALEIE /9 MRM RIS E R B4 (1 pg/uL~100 pg/ul)
SRS
FRAMRM ZBFRBENEEAZ%RE, oTHIEDERHEME RMTHEVEMRFIA, AXF A MRM £ B FiBiEER
MEAMER, HESTHEDEHNRIANTEE, BAE 212F 575 (MRM £1. 2,009) #fTEMMEENE, 5—%&
Bt &N BEFRES DB T B EMNLFELEN, EETE (MRM: 24 /&%) AL, ZTTENSENER .
EREEMLEDTENE 10 =¥ E FiBiE. MRM it HZUMEEMERRET
BERERT BN BEFRBNEER X, FHIBIEER
~ :i Eji/\ &t NS RSAERR:
E.'I EeWER (FED BIRAR s
@ Aot B2 (BH) BRAS *AARREF TN SBABK. 8. #HE,;
’ 4R * KR PHREREENESE, FTEMRIE.
http://www.shimadzu.com.cn mELE, BASBITEM.

FAFPRSMLLEIE:  800-810-0439
400-650-0439 $—&ITH: 20174 88



