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B — S BB, HEHERRE
REk—¥, AT, ARIBERERAIM2003/1831/EC, 11FHAER RFIZHOETT (A FRIF
mFl, He—EEMEME T TRTRENYYFNREKRRF., BT
m E{TRHE A 16 min (HPLC/MS-MS) ZBEZE ERASESRE—E£F4E=AENER, Bib DU e B i
8min (UPLC/MS-MS) . KB AREMREERE., ARNAIREEHBEINTE, FEKE
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BAEAAE  (amiiie)  Gepags  ERH00
ERRZY [mg/kg] [ug/kg] [ug/kg] [g/kg]
b EREE 125 1250 3750 3125
REIEEXR 70 700 2100 175.0
WHBER 70 700 2100 175.0
EREEER 125 1250 3750 3125
OHEXR 5 50 150 12.5
BEMER 25 250 750 62.5
DNC, BFEE 50 500 1500 125.0
Hh 5 IR F 1 10 30 25
HEEEE 40 400 1200 100.0
PN 3 30 9 75
S|AM 66 700 2100 175.0

FI1. 11FIR R RETHIE. 5B EFHERILOQ.

RFFERM, ERUEENXEHEEBNWY, THEEESHEE EEJRORNGES.
BEEDEXPERETNENETUEERBINR/NM., —M2ERBIHBEFRII (M
RETAMNTERERE, NgRAT)  EHNEZeEs ENERED, AFARATE
MM = TEN W EFME BT R NS, MMEKT USFMIERE TIERE, #S7T 777EHR
e,

ARNHALENE T —FhiE . AR BERREIUPLUMS-MST %, 1% 77 5% F FAWaters® ACQUITY UPLC

I-ClassFIXevo TQ-SZE& G 48 M AR R FR BB IR EIR E0.25 %Y 1 1 7Bk B2 5. Xevo TQ-SE—FhE REH
BRI, B RELRIE/MBEFNINE, B THMERENER.
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=i

H &

K TT5ESH B N B THPLC-MS-MSH 77 3% . X E #4778 & A%k T UPLC®, BRitb =
IMNEBIEREANBRELSE.

1. #RERG g EE S M EARAER, MESOmL— R R OEF,

2. JANS0 lLAFTRE & AR (50 pg/mlEAAN-d8. EBFWEZ. 25 pg/mL DNC-d8, 5 ug/mlL
HhSEERF-bis. HEEEES)

3. A0 mL 10 % Na,CO58 7% . FHiRk%.

4. MAN15mLZ BB,

5. #%3% 30 min,

6. 7£2000 rpm (4°C) TE/05 min,

1B LEEREBEOMURE F.

8 HXAZBERIR, AHFMAMBHNBEIRERRY.

9K MRBYMEBRZWBE S, HAWMBRIEEERHE0RE.

UPLCER ¥
R ACQUITY UPLC I-Class
ikt ACQUITY BEH Cyg 2.1 X 100 mm
e 50 °C
MRk 10°C
prig 104l
TEhig - A 0.1 FRRRKBR
B 0.1 %FRRAMAERES
B EMR2FTR.
MSZ 14 UPLCR ¥
MSE 4t . Xevo TQ-S RflE A%  B% 2
R ES +/- 00 50 50 -
EMEBE (V) . ES+41.00. 05 50 50 6
ES-43.00 30 0 100 6
TR 150 °C 50 0 100 6
Hﬂ./ﬁ'?] Pt . 500 (@ 7.0 50 50 1
HFILSERE: 150 L/h 80 50 50 1
Bt & T SURR - 1200 L/h
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{5 A IntelliStart™ &k 14 52 AL BB . IntelliStart iR B L SN RERI TEER A ENMMEY E
MEMRESPMRMBE, XMEBETIRNEFRSINEY, EEERTSEHHMEDH
PMEREF, InteliStartm SN RBEHENENFFR, GHEXRBRYAREMRMEBE LE?2,

IntelliStart Setup Parameters

Intellit o,

Sample Tune and Develop Method qb

Compound Details

Compound Name Molecular Mass,/Formula Adduct A+  Adduct B+  Adduct A- Adduct B-
] |Maduramycin C47HBOOL7 [M+HI+ %/ [M+Na... [v][[M-HE (%] [~
O v - ~ v
| [v] ] e [
: hd e A A
[]Multiply Charged Parents (7}

Method Details
(O Create New Sample Tune (&) Load Existing Sample Tune

Sample Tune Name: [\ MASSLYNX PROJECTS) Coccidiostatics.PRO" | (.| [ 1nvake Manual Optimisation

[] Develop SIR methad: [\ MASSLYNK PROJECTS) Coccidinstatics.PRO', | D [] Export To LC/MS System Check

Develop MRM method:  [C-\MASSLYNX PROJECTS),Coccidiostatics.PROY, | D Append to existing methods

[]Keep HTML Name: |Maduramvtin \ [] Print to Printer [ ] Print to PDF
Optimization Ranges Daughter ion settings

Number of MRM transitions per compound: v
Cone Voltage: | Default (2 - 100) [v] ¥ P P ~ @

Lowest Fragment Ion Mass: Da
Collision Energy: |Default (2 - 80) ev v

Exclude Losses...
Fluidics
Flow Path; A swplereservor [4 [w] Sample rlowRate:[[08utmin

Bl TTEAHC 0,895 FEFE
[ Hep | [ swichiobssiomode | [ stan ][ Save ][ Concel | Hointellistartis) S EEEE A,

m/z 939.32 1.799e+009 m/z 939.32 -> 877.52 9.000e+008
“TA 7’%& 1’ |
% %]
"
02.0 21.6 41.2 60.8 80.4 100.0 %E}L%E/V D2.(] 17.6 33.2 48.8 64.4 80.0 WEHEE/GV
2.089e+007
m/z 939.32 -> 719.39 6.580e+007 1004
64
100+
B D 939.3 > 877.5
939.3 > 719.4
%]
%
0 A RO eV 0 I hlmh L L{ | [ | S
T T
2.0 17.6 33.2 48.8 644 80.0 50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950

B2 B AIntelliStart 7T EFFXIRE, B7 T BHEZPMEYHIL LB EE (A), BAKITAIL LA EES (B, C)F
FYBETFHE D).
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ABMUEMBEHNEEMRMEE. RIETTRALEMIERMHRE, BRRERILEEM
WEEE., SMUEHERTHIH=IMRMEBEE, AFIR.

BETRE FUBTRE THER R IE] (s) HFLRE  AliEREE

m/z m/z v) (eV)
3342 155.2 0017 20 20
%'—H—
AR 3342 111 0017 20 40
416.1 100.2 0017 20 20
s
AR 416.1 120.2 0017 20 20
4183 2041 0.015 20 35
_ﬂﬁ =
RREH 4183 3723 0.015 20 20
— 613.4 3774 0.015 20 35
qu\ =
i 613.4 577.4 0015 20 30
6935 4614 0.015 20 50
ot pp
REER 6935 501.4 0015 20 50
7736 4314 0.015 20 50
B2
DHER 7736 5314 0.015 20 40
7876 4313 0.015 20 50
HEXE=X
ZHBR 7876 531.3 0.015 20 45
8955 8336 0.015 20 30
- iﬁ/\
BHER 8955 851.6 0.015 20 35
9395 8776 0.015 20 32
DHBE
SHER 9395 7195 0015 20 64
o 3012 137.1 0017 20 15
3012 107.1 0017 20 35
407.1 336.] 0017 50 17
Hh T
BRI 405.1 3341 0017 50 17
H 55 2k Fi-bis 4211 3231 0017 50 25
DNC-D8 3002 1411 0017 20 15
SEAN-d8 342.2 1423 0.017 20 25
REMTEZ 7475 7035 0.015 20 55
4 EED5 4233 3773 0.015 20 20

3. 1 1FTIR R 25 R R AFRAIMS T 54K,
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EI3AE 7 T Masslynx MSTT A R as P BT U EMNGRENEER. EBE R BAXEEE
EHRRRFUETTE,

Edit View Options Toolbars Functions Help
DSUE#X
B SR |B v | @ usscen |B Parents | B Daugrters | BPnewrailoss | B survey B scanwave DS | B Phosehopertids
Paints Per Peal
Total Run Time: [20 4% ] f i H Sming
Mo. Type Information Time
2 @ WMRMof4 mass pairs, Time 0.50 to 2.10, ES+ (Halofuginone) [
1 [ MRM of 6 mass pairs, Time 2.10 to 2.80, ES+ (Robenidine) [
11 @ MRMof3 mass pairs, Time 2.30 10 3.30, ES- (DNC) [ |
12 @ MRMof5mass pairs, Time 2.70 10 3,50, ES- (Diclazuril) |
3 @ MRMof mass pairs, Time 3.20 to 450, ES+ (Decoquinate) [—
o @ MRMof2mass pairs, Time 2.60 to 4.60, ES+ (Semduramycine) [ |
s @ WMRMof2mass pairs, Time 3.70 10 5.20, ES+ (Lasalocia) ]
5 @ MRMof3mass pairs, Time 3.80 to 470, ES+ (Monensine) [ ]
10 @ MRMof2mass pairs, Time 3.00 10 4.90, ES+ (Macuramycing) |
u B MRM of 2 mass pairs, Time 4000 4 90, ES+ (Salinomycine) |
5 [ MRMof747.50-=703.50, Time 41010 4.90, ES+ (Nigericine) [ |
13 [ VIR of 2 mass pairs, Time 41010 5.00, E5+ (Narasine)
|

[EI3A. Masslynx MST7 ;% 4 3875 9 IR B AT I & 1,

PR I I T e

[l

Method Channels

Tonization Mode

Span

o

Parent (miz)

Daughter (m/z) [ A|  Dwell (s)
2041000 ToTs

Comments

Decoquinate.

4183000

Cone (V) | Collision (V)
0 =

Decoquinate

4183000

2321000

£l EQ

Decoquinate | 418.3000 3723000

0 EJ

Decoquinate D5 | 423.3000 2081000

Ed E3

Decoquinale-D5_| 422.3000 2371000

Use Tune Cane Voltage

Ed EQ

Decoquinate D5 | 423.3000 3773000

Use Tune Calision E:

000000z

Ed EJ

Retention Window (Mins)

Start 36

End 45

APel Probe
[7]Use Tune Page Settings

Probe Temp
PICScan

[/] Use Default PIC $can funclion
PICSean
[7] Use Defauit T
Activation Threshol
Mirimum Thieshold
[/] Use Defaul Colision Energy

Collsion Ereray

Cancel

[EI3B. X IERE R A FRAIMassLynx MSiE
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ZR 5718
JR#E HPLU/MS-MSJ5 5%

1 %R X5 FH9H &R B HIHPLOMS-MS & i E N E4ART R . BIZTTRIIE 416 min', B FHIAKH
RRGEETENE.

R, BIZF AR BACQUITY I-Class®9 7774, BfTRT B4, FAEXNMITERELEAIEES
m, XS BNEFRINRERXBIZAARFSNAR G EENEBAR. E3mnA, 1157
UEDEEHER . FRESHFNDZTRE A8 mn, RIS BEHENIHBERZI, FF
UEMHLUMELEN B, BTFREXNKREANTBRERE.

4A NG 4B |

100+

100

|
|

I J
|LW,J_M—«
1 Time (V) T T T T T T T T T T 1 Time
50 200 250 3.00 3.

FE R T ARTY "R 1) 50 400 450

1

0 T T
4.00 5.00

BI4A. e BERE A | %I IR IL BB EFR A dB BIHPLOMS-MSEE 12, R T 5 K8 (1) &AM (2) . DNC (3) . Hh w267
(4). BEIER (5) . EHEZF (6). i BRE (7). WHEZ (8). BeEEZ (9). FEHEZ (10) IBHEZ (11),
4B. FEE KA ] BAIE IR I BEEREFRE dp BJUPLO/MS-MSE 12, E R H T K8 (1) SZAN (2) . DNC (3) . # 26 F
(4) . ZEERE (5) . BAHEE (6). N EFF (7). DFIEF (8). BeEEZ (9). FEREZ (10) IBHEF (11).
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Bi% A EFF R —RADAR

¥ B Alliance® HPLCR Zr B 1% 2 B 7735 8 # M ACQUITY UPLCR S AIUPLCTTE. % FHUPLCTT 3%
B, 4TAEFEMX3 min, X FEBRMFFER, FRLEERNQEMATMEHLERETHS1A200 %M
B, FASATEE6 minf, BWRERFEHEXIRAE. 7EXevo TQ-SE FARADARTI&E . BT [EIAY
KEMRMAI 2GR, MESAT, ERESEHSEHENRBNELE TN, THE
ETNEMERNY ., AESBTH, BKNBENBERILEHERSERTFIAD Eirt
B,

3% 4
b
427
381
368
®
327 3‘CJ\
£l
057 gy
7 260 /
1en 218 2455278
050 .
81 T T T T T T T T T T
050 100 150 200 250 300 350 400 4.50
E
2]
0 T T Lﬁ T - Time
050 100 150 200 250 300 350 4.00 450 500 550 6.00 650 7.00 750 200
b
B 530 895 600 603 610 615 620 625 6N 6
Ussjm | anags. 120825 samert.C-2-10ng 1 MEM e 2 1
4 aE
049 312 5, 363
219 33
9 T
1.00 200 3.00 4.00
100
=
o T T T T T T u T T Y u f 7 T t T T T T T T T T T T T T y Time:
100 200 3.00 4.00 5.00 600 700 200 9.00 10,00 11.00 1200 13.00 14.00

El5A. B FEFHIMRME 1% F

(THZ %) F£ AT (L£T7
#4) IXE BERH1R B AT 6] X
HEHAE, E5 T EAE
FHEREM LA EETH.

E]5B. & FAIMRME 1% [
(T75iE4) FiEHHTIC (£ 77
L28) XK B 1R B B [E] X
HEYLAE, B5 T EHEM
EFXREMELNEEDE
F.
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————

720 140 160 | 1B3 200 220 | 240 | 260 | 280 300 | 320 | 340 | 360 380 | 400 | 420

T3S — RADAR

BB KRR T HBRS0EMNHMZ RPN EMAEE., HRS0EMNRIRYE LR X
RERT, ST IUERARFEH MR ER &M AL HERMRRAERS%., AXARX—R, &=
BIFEHR M AEF PN RIREATIRRZ, 0.25 BN XFHRKE., RHFEM MR
HmEHRS0E, AR, BREERMGHADPARLEMNERRRUSFFERTHEELS
PIRMIEER, FIEOLLETERMHBERS THREIE., EROFIA,

e {REERTiE] BRI R
(min) (KRFEEER) (HRES0EHIEEmR)

PN 1.1 79% 45 %
e 2.1 73% 12%
DNC 25 1% 2%
5T ERF 29 22% 5%
EMER 3.7 50 % 5%
AR 38 36% 6%
BHEEER 39 48% 5%
OHEE 40 75% 2%
b EBEER 40 28% 21%
WHEBER 4.1 3% 7%
FEIER 42 5% 6%

F4. XX TFRAKF X025 %894 7 BEFIR BSOS A9 (AR AR R R B9 B IR .

6. B RE ] %E9E R
BC B FR O 4B B9UPLC-MS-MS
BiEE, EHrH T 5K
(1). &M (2). DNC (3) .
B (4) BHEZE (5). B
FIERE (6) BEERZE (7). fu
WEFE (8. GHEZE(9).
WFEE(10) IFEHEE
(11).,

{8 FHACQUITY UPLC I-Class FXevo TQ-SA #r ta) Fr BBk o 57 9



[MAZEEE]

NTABROER, RABRTROUEVUFEFTREHOERRY, BN SMAD O
MEFRRK, T/JLFRE (REEBR. DABRANONC) | LUgERER (XXRENDH
BER) . ARBURHETHRNELTERADAEAETUINGFR AR L.

XN FHBESOBAIER, BREEBAIKRE (45%) MEXRM (12 %) =5, BEFBZBERE
8, HEF7 % ERBSOEMEHRRY T, NP ERRETHESIE®R20%. HA, NHA
= REXAEFINFRER L,

HERMWE, ARRABBRABAT, 28TR (0) ELEZS THABBRS0FHTICE %
EFAEL, BT BHER. AR BES0EN, ERBNARME. EEXevo TQ-SAY
RYE, XEBBRENENER, DUHTHT, RAURFNRBE. PP ENHBERR
B, TRMEBRNSE, XEGUFENEFTEONEER, BT HENTEN.

REE

RXFHA0.25 BE, BIEREREDTHAS (KXE. K. SHBRNELEER) |
AW, BEBRILAE20M £, FRIbETS RpEIEME RS EXCNEG. ZEEFTXHA
AUREVP R, R X530.25 RS, XA LR EIRS. TXI5HA0.25 BEIEFUNIRE &
MEIEERHENERIE KT IET,

T BBiR B 40.25 %R AEFRE S

AR R (uglkg) * E#HE (pg)
X K B 75 1.875
S|AEM 175 4375
DNC 3125 78.125
H 55 R F 25 0.625
OHEZR 125 3.125
EHEER 3125 78.125
HHER 175 43.75
REHER 3125 78.125
R EEER 3125 78.125
EHER 62.5 15.625
AR 100 25

25 XX T5HR0.25 IR EFREGEVEX L HIEE,
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1 SM:PtP=1320.15
TS REBE
T T T T T T T T T T T T T
1.50 200 250 3.00 350 4.00 450
1 SM:PtP=553.01
”:% DHER
v T T T T T T T T T T T T T
1.50 200 250 3.00 350 4.00 4.50
SINPIP=32.27
100+
gt DHBE
4.18
¥, T T T T T T T T T T T T ey T
1.50 200 250 3.00 350 4.00 4.50
_ SM:PtP=T4E8.T8
3 BB
0 T T T T T T T T T T T T e T
1.50 200 250 3.00 350 4.00 480
100 SMPF=1304.03
= REERR
T T T T T T T T T T T T T T
1.50 200 250 3.00 350 4.00 4.50
SN-PtP=055 22
_,% R ’PT
4] T T T T T T T T T T LIRLI T
1.50 200 2.50 3.00 350 4.00 4.50
1 SM-PP=2055
BHER
4 -
& T T T T T T T T T T Pl T T
1.50 200 2.50 3.00 350 4.00 4.50
1 SMPP=50.42
”:% e e T
o T T T T T T 1 T t T T T T T
1.50 200 250 3.00 350 4.00 450
_ SINFPP=72.24
PLE DNC
0 T T T T T T T T T T T T T T
1.50 200 250 3.00 350 4.00 450
_ SM:PtP=24£.83
= S
4] T T T T T TR T T T T T T T
1.50 200 250 3.00 350 4.00 480
_SMN:PtP=30.06
d My, #5®
0 T T T T T T T T T T T T T T Time
1.50 200 250 3.00 350 4.00 480

B7. B BB 250.25 %I BRI LR EFTE R A E R R SR L E A,
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IfRE EFIE S 1

BEARAFITRXTE0.25 %E6 A/ SEFIIRREMLZE, PR XTEA05% (n=1).
1% (n=4) 13 % (n=3) B/\HR., MFEKREMNEEHMNNEERYFTEREIES
2002/657/CERYE R .

SO PREEI MR, ERINKGE, SR BHHER RNV VMEREF (RT10%)
B IRIRABRIMN (CVIEAT5%) .

v
wEm (%)
PN 7.7
SR 2.2
DNC 26
5T R F 15.0
OoHER 34
REER 42
WFEBE 29
R BEER 5.6
EHER 36
HE R 23

6. BT 1 1 FHTER B2 H9CY %1E.

XEEE 5 BARVIHPLOMS MSTT =B N E R BB RIFM—5H ',
HEEAERE, HIT 7 IAREIRERSLLE, BURRE R AR EFES2002/657/CEFIME .

S

BEHE, BX/A\RRE#MSE, MERNMUEMNEN. EWFSEER, BXAHHNNE
EI970995M £, RPALMURYE. MASBMUERNRERAE 10 BEEZA, HHRE3
MRS, HERRENR+14%, KFM. K REHTIRF 895% 8B 4 th 2 MEUE dh 2 a0 EI8FT
. T Xevo TQ-SELOQKF TR REERS, ERETRRERNN AR EMBEER
HEMUSEHE,

{8 FHACQUITY UPLC I-Class FXevo TQ-SA #r ta) Fr BBk o 57 12



[RFHZEEE]

[EES 3-8
B
LivESath
g KA
7.5
5.0

2.5 4

HE

0.0

WEYER. HAW

r=0999365, r*=0998731
174.473*x+67.0591

SMRE, FRIEERITE

“i. RS 88, M 1k i T

X

-2.5

RE

710 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180

wEYER. FEM

HERH. 1-0999826, 1 = 0999652
B . 0.00535461 *x+-0.0306356
R KR, RAR (BEE2) | BER (RIRRE/RIREER)
KR, L, Ra. 88, M 1k . T
X X
1.00 x
0.00
W
aw -1.00
® X
-2.00
-3.00 x
T T XI T T T T T T T T T T T T T WE
20.0
15.0
121
£ 10.0
5.0
0'0 T T T T T T T T T T T T T T T mE
0 500 1000 1500 2000 2500 3000 3500 4000
LEmEFR. DNC
HERH. 1-0998059, r =0996122
B . 0.00262506 *x+0.0500539
KR, NAR (BLbd) | BER (RIRRE/RIREER)
BZER. &M Ra. 88, I 1k . T
3 X X
5.04
W xoX
&
0.0
= X
X
-5'0- T T T T T T T T T T T T T T T T T T T T T T T T T T T T T ) m’g

REE

LA AL L1 AR LASAN LASAL LSS LASAL RS LASAE RAALH BASAE RAALE SASES LAAAN LASAL RAAAH LASKLIAAL LASAR LAAA LA LA BASAL RASAR LASKL LAAA Ml RbL
500 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500 6000 6500 7000 7500
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FIRAEZ.
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g Sk

F FHACQUITY UPLC I-Class/Xevo TQ-SE %, FF&k H—FhiRiE. 1. PH Delahaut, G Pierret, N Ralet, M Duboais and N Gillard.Multi-residue
RE AW E, BFRENERERP method for detecting coccidiostats at carry-over level in feed by HPLC-
IRk h 7y, 5/EBHPLO/MS-MSHTA4BLL, (AR RIRE MS/MS. Food Additives and Contaminants. 27: 6, 801-809, June

Y HREL0ME, HRERRABRRN—F. XEELNH 2010.
AR BEAR, ERKTUSRMNERETNE, =Bs TR

W5, RADARTIBEREBRMX TERBNMNER, 27
ETTEM—MERTR,

Woaters
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