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REEH AR No.50 : 43~56 (2016)

WK S IR % A B A B T 2 552 e Sl

BB~ AR RE - B

TR EER B CREEERBAT B R B BT 5T

RBE AARENEAETRERBRESRG AR IEEL L R EREHZIS
AN > AR R E By BTG S B AR SR ST S F R o SRR AR
ERp ik AERMTREMETRA % &8 BAIMRMBEX T A& & 204
JB AT B ik TR R ARBR A A R R R o AT T > LB
§ [ % 51000 pg/L > &R M5 1% B(R) & 09972 > mAARIAERFR & 3 g/l & EARIR
2 5 g/l 5 ERCR AT 10-100 pg/kg EATIRE © B EMA (&) @ik E )
A 79.0-81.4% ° W AFBE R Am BHCE A 82.6-885% 0 ZHALA (&%) wlkFEA)
7 84.892.6% * FF W& Am =1 A 54 91.8-99.3% ° & 32 &AL A (& & ) B Hm 10-100
ng/kg KA B A~ B KA E R RSD 43 A5 389.2%5H 54-85% > AFEA N ~ B
P4 % B RSD 2 BIA 1.5-32 % & 2.3-64% 3 ZHZAMA (4 %) B AN ~ B K
% & RSD 531074 14-52%3 4.2-56% > AT A M ~ B M4 % & RSD 9 5l
1525% B 2.2-32% ° 3% %8RB AB B AL ~ S8]% 30 ~ 60 ma/kg E4EIET 5
R AR 3057510 0 14 21 RFFKEE - HAILIA (S %) ~ IR
BIBREANRRIEE - ZHRBEREZHAK - aFl a4 (&) AR ER S
AR 10 RAF 5 RFE IR A T i AR AR IR o $OAMAI T 2] 7% 7 0 1F R
e b =2 — oy e DR KPP A5 0 ERAEMA LM BIFE L 15 R
BT L 8 R -

IS - BRI - GIIR @ EHf - BEK BB EHEZ L - B 5%

==

BriBlNKEEEREOBES - BZ3MIBIR
BRE - EMENIAEEERT SR ENRE
FBEBENTNE  REERTER - CRENE
FRSRERAETIEA - B IERERGREY) - JRERBEW
BRER - RZEAARE - ZiEREYRBRRE & B
BEEANEER  SIXRRLEMRA - FHEBRKE
BYARERERETERME- TRRREEZETEE
YIBhRIRRE " KEE AR RS , BIETE
NEEHE R - PHENEKEEYAER R B8R
e - DURSTREKEESREREMARE ~ figk
FEE - RKEESYAEREAZ 2] -

B 3k & B (oxolinic acid) B iR ¥ & 8 &

(4-quinolones) * AEMMERNEH @ EHMHIHE
DNAfE#E5EE (gyrase) » HEME R B BBIRRENK
(8,1 8] MAFMFEHIEERP4501A2;EMRHEN
SHER - EEHHIEONAZRE £ A EEM[9] - BRERM
B—AOR ~ ERAIEEUKIR T - EBEISER
REfEHR20 mg/kg/dayRZBizFo5H @ FEEERFE(fin
fish) /12 mg/kg/dayiZ R F7 B[9] - BRERMELSS
Bt 2R RIEMEN — BB BB RERNNER
7 BEHETRAERBERIXMEY - BIMCERINET
KEBVEAREZ @ SEINKEEBERR/RTEB
BUKEEMEREVIEREEY) 2 — - MERRMEZEA
MKEEWRERMERRE (1 IERRRKESR
BVIEERS EERNER - NMEBREEREXR

*HRENAREVFE
THREEES S REH BT
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HEHUERBRE ERERE « NEACHRIZ
EEERREIERRERE —TEREY -

BB YA RZE ST (Committee for
Veterinary Medicinal Products, CVMP)5H& BRER iR
MEMS26ZBEZ 2R RS (acceptable daily intake,
ADDR2 SHMEEBATEEE(2.5 no/ke/day) @ EIER
FRXARE RN A(ZR)RSEE R E (maximum
residue limits, MRLs)A&1 00 ug/ka[9] * MEIA " &)
YIFREREBIRE | MEMBRMEMRLsERAA (2
) /50 ng/kgl4] - HBBRERRRBRERECETE
BRERIS -

ERERMBETE K EE IR BRI DT D EBSMRAE
BiTAL6,7,10,11,12,15,16] /ABRBATHAL1 7]
BREHEEAA SEUBERTISE BN B EE
[141F 5% - BIRBRERMEL L 2 IEBERRE R HBEM
RENSEITME - Aol RS S RIS ETER - 10
FEXEESERELRY - TREEKREEDIFE
KHYETE - ERRABREppbFR - WEIAFREF
(2007)%F APAHPLCHS Be &8 6 1R 38 1T P EE K B2
FFARAREQME AR PERARMBLIZ BB IR - SRABAAIEIRA
0.5 ug/kglB] - BFSAFRSEKESAEDIZE
EHIRBTBERS - ZWAAEHAELESERE
E558) (multiple reaction monitoring, MRM)FR BUSRIE
MyRiiERERFHY BEESBEHMIRS:EE
151t OETRMEEDIEKESYRERIIZED
11 - {EECBSBRIBEATE (Utra-high performance
liquid chromatography, UPLC) » & o] KigHE s DTS
B - RS2 D REEERDTRER -

BREKESMNE T L - BRERMELEKES)
WMIMRRBESMRBRRE © REIRIRIZKEEE
EMENEZEY 2 — - Rt - DR Z BOETERRMEL
REM SRR iR BRR T RIEETIREHE
DAMERIBIIKESMRRERRIEFARSBRETSE L
i -

MRIEEE
EREY

SHESFR R GBI E(Epinephelus coloides) B R

(Acanthopagrus schiegell)BaE#)&300/A5 * HE
AEREREOHERESZEONEZE2RBE - BZEENED
EsZEDEETHE - ABAKREEZEHR25-27
C .

i

¥t 03 FA 1% #E G2 BR 3R M % (Sigma, St. Quentin
Fallavier, France, S899.7%) « JE R PEE19%F
RABEATHR ~ EPEL « HKIRELINELLE C fet9ER R s 82
YR -

RBEIE

A% P B 2 A7 8% 88 R ACQUITY UPLC™
system(Waters, USA) E # Micromass Quattro
Uttima™ APISBE# N ORI EE S & (Waters, USA) - &
B IK B ABMI-Q Water Purification System
(Milipore, USA) - kkGRERIEFrFAERMRE » IBIFHERAE12
speed Osterizer® (Oster, USA) ~ 198 #A5T1 O Basic
(IKA, Germany)~ B5RIR &1 & Cute Mixer CM-1000
BU(EYELA, Japan) - B0\ A Centrifuge 5804R
(Eppendorf, Germany) E2 j& B & #& # 7 Heidolph
VV2000 (Kelheim, Germany)

BERIE SRR R

/€ 17 & ¥ & Waters ACQUITY UPLC® BEH
Shield RP1 8 (&1&2.1 x 100 mm » 1.7 um) » 12&)
BABEEESKEPELI00.9 : 0.1 (VV)ZILHIE
5 ; BENERRPEEBERI09.9 1 0.1 (/2L
w2 SRR EMEA/BLLHI R85 | 15 ; RER
0.3 mL/min -

MS/MS DT IER£FERTE

UPLC-MS/MS B IR N E B B 5 L IEBE F
(positive ion electrospray ionization, ESI+)iEia * E
HESRAHILERDBIRI3.3 KVR25 V - BEFIR
MBEIEERE D BIR120°CH450°C - ERER
BRRNBREEFEHREDB/R100 L/hrF800
L/tr - lilEBERERER - KASEREEERI(MRM)
A ERMERMEESM T HR262>244 » Rk
HERAR25 V- WiBEEER20 Ev; EMRETHR
262>216+~ 160+ 130 EKHERR25 V-
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tiiiEREER35 Ev -

FRERERRRERRHE
FEEBEH B AR MEBIZERHRIRS50 mL
B 0.1 NNaOHES  BeERURE 200 ug/mL
REBRERRR - BAERBBACKBATRE”
B - SRR UM PERMNARER  BRES5~ 10
50100500+ 1000 ng/L E6@=EE -

BEERERRF

BZEEA (SR) KRR - RIDERZRMEL
REFER1000 o/l FEEKGRQRED B
AB5-10-50+100+500+ 1000 ng/kg » A0
BT RFE 15218 - KERRIRIEDEETER
B DLERRMEE C ESE/ T RIETTE (Vi)
wIE (Xéh) FE @ IJFMERMEZEBIRSIR -
DAERETE A B W& (matrix effect) -
RGaZEHE

TGRS HRtD & - DUBEEERIB - FEEANA
(8BRR) (5t 0.1 QKAF#E(1 £ 0.05 9ERS0 mL
BEOLEA - IASS%PE2ZBEBR25 mL @ 198
W98 38 - IIABKIRELIN O 9 - SRIREHR
2108 - I)R4°CLA4000 romEtih1 04 - BX
BR  BEOEPTLRYBINASS%PEZ ZBEBR
25 mL iR\ 1088 » F)R4°CLA4000 rom Efia10
P& - B LBERBADRB - NAZBERIZE
SIEBR30 mL » IRESDEETRRDE + NES
fBE - A0 CRIBRIERR: @ BBYWN20%PEA
RBRALTESTET mL @ ££0.22 pmigfR@REE & 4t
YERGR -

RIERERE R E SRR

TR MEIEERRERMN —RIIRE 2B R
EOKRIEHRIREZERE - f£BUPLC-MS/MSSH
7 RIESBRECKDHALKIEBRL ZRER
RIEERIMPREimit of detection, LOD) ; M1 OfSH
EoKeHAZRERRILCREAREESMRE
(limit of quantification, LOQ) -

Pyl El G
DT ESETEE (accuracy) LA ZE G EE TR D&

R2ZONERRR - BRZEOZIAN (SE) RiITHE
ARIDENRMES R EEEGR 1000 /L @ FSHERE
EEDBIA10 50811000 ug/L » §—mEET5
5B - STEONE - FRFEAL RERE 2K
® -

24 SR #E B 2 (precision) BA B A (intra-day) i
TR RO ERAFHRREEER 4 (repeatability) ;
PABE(nter-day) RES X ETER AT KRR THE
BIR M (reproducibility) - 1&EB R «~ EBRIFTEZHS
R E H B ¥ IZEE = (relative standard deviation,
RSD) - SFIRZEBZAA (SR ) RIFHRIDERSRMEL
REFER1000 po/L - EBHEKRBREDBR
10~50£3100 ug/kg’ ETBRAKRBEBEBERI -

BT RIZB DR

KIR " BYRERNTESHEN  HRIWEE
ARER2] - SRRIERIEL2BIEHE - WERERKRE
ACRESNERRERER  HEFWNERSHE
18 - MEEKESMRIREURKERFRSNEZ
MISRAEIE - WAMEK T KESYRERER
R, [(1]AREET BRIBRERKIRFHE30 mo/kg
MAREESHE - DIMEEIE60 mo/kgRaREd 5
RIEMEEIRME - FERHESZHECOE © [EEHIRE20
€ - IKREIRESTEMHRRES - BERMERLUEHE
WA REREREN P » IIKEERRGERL
UM om’iIT588 - BERENR - RIRIRISKA
ERHINERE @ RERABETRE - BERFSH
% DBIR1 3571014 21 XZE7{@F
BIREREN - SEIERFECE  FENA (S
2 ) ReRThE @ RFRihS-20 CIkiB HERER MBS TS BB 1Al
TR -

SR

HEBIRER
BMEMNEIEERRRNPEREZENREE RS

10~50~100+500+ 1000 ng/ %6{EEES -

FEUPLC-MS/MSDHT# - DABRSRMEE 2 TE S 851
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iR (Y#) HRE (X#) F8 (WB 1) IEF—
RIBHURILRAFRSI2Hy=39.967x+680.82 (R°A
0.9972) -

EERERRIFRTFE

IR MELIRAAR (2 )5-10 50100
500 ~ 1000 po/kgE6@RE ' IEHREARY =
35.657x +31296 M BB HR B R) B
0.9996 ; RINERZRMEERAFHES 1050100 ~
500 ~ 1000 po/kgE6@RE ' IEHEARY =
24.846x + 881 37HIRUEURFHR) A
0.987 - REERIWBE « AR (SR ) EARTIREIRE
EBEARWNBE 2 @ A (SF2) EIFESRENRIEE
EALBEIGREIRU T REB TEBREBHIIGIER-
E—MEia

tEHRZEEES - REMERINA (S2) - i
KRRERERCEEBWE3I) ' IR RERSS
¥t i BISE AR T B T8 -

RIERLRERESRRER

MS/NILEARSBAEREE - AIBLODR3
no/kg : IUS/NELEATR 1 ORHIEREE - IELOQKRS
Ho/kg- LLHER A SRR A SRR PEYMREESE
BB LS ERBIN (Z) Dt - HERMEHIK
E®10 Ho/kORERBZER -

IS WEER

HARGER  oRRINACDKRESBI%R79.0
79.6 ~» 81.4% » MAFEARINEUNESBI%84.0
82.6 ~ 88.5% (&1 ) - BHRANA (SK) OUER
ARIA92.6 ~ 89.2 » 84.8% ' MM RINEUNERSD
BlA91.8~97.3+99.3% (#1FK2) -

FRRBEER

CRAEBABBERIR (SE)A/IN10:50
100 pg/kgiRERSDDBIA9.2 ~ 4.8 ~ 3.8% * I
DRIAR3.2~1.8-1.5%; BEBRBERIA (SK)
001050100 pg/kgiRERSDABIA8.56.2
5.4% - FFE2B1/R6.4~ 4.0 2.3% (WXR3)-
HEABEEBERIAN (SK) AwN10 « 508100
no/kgEERSDDBIAS.2 4.1~ 1.4% * FFlED B A

25-1.5+1.7% ; BREABZBERINA () A0
10~ 50K100 pg/kgiBERSDDBIA4.2 ~ 4.3 ~
5.6% ' FFEDBIA3.2 2.2 2.4% (0FK4) -

BEMHRER

DIBRERMELIE « SBEE30 ~ 60 mg/kgEEIR T
5X#& ' DAIRT1~3-5-7-1014 21X/
BFFRE - RAEGR - RBAA (S5) RITE
ERFRMERIR B SUERIG R A0KRS ~ T\ - EOHR RN
IREFED  BERECXREE  F1XAHIA
FEMRRBRERS  ZREFIXEBRERE
TEE - BHRE  SRERIA (S52) FFERIRE
®E10OXBBREIIEREU@R (3 pg/kg) 5
REHE - SEENA (SK2)  FRRIIRERSESX
BMERSRIIDIR -

HIE:]

XKEBYREDRBRABREURKRZEI  RE
FE ~ STHEACIRMTE % - WRERRM B SBARAI L
AImERAES(6] REFE RS RAEMFERER
ETRRIBCREER 550X  BRREL%
B35 > 20Bjorklund (1 99O)FEREBZEEREILFEIL -
ETUEBALA ~ FFREERRMEEHPLCRR » QRS
BI&R87.7% ~ 83.6%[7] - MBEIAFIHRAR(1994)%
AFRBAZSPR « 28 - ECREETRRERER
TFEWE - MHPLCE B IR S8 E T O H R ER
MEZRRRI - ELpMiE ~ ALA ~ AR BB ARI0400
ug/kg @ WL =R 5 Bl B 88.7t2.1 « 96.1:0.6
95.9+1.1 %87.1+0.3%[10] - Rogstad (1989)
% N\ ERRRZENED 1R & Z= BRI AN A E3AT B P ERER
MEELL® - RABERBEZENE L EBZEEUANE
5 BREZENSHBERRA - #IUEHI[18] - A
NABERENSGESRB102F9H6 8B REFTSE
10219503295k R mPENIREIRBERIR T A
SEREDT (Z) BE3] USKPEZZEBR
BZ BRI CBRETRRER © EE5RIRR
BT R KN EEERR - EARRRSEEMNA

(BR)  TREERSRER IR (SK) 2810
HIAELC AT A - RIERINEUNESENA (SZ) O
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KRERFBEZGER ) BHABOWNERERITIRE
(1994)& \ MBI » BEUREIFH7 9.0%1
b B8 e RERNESREN ) FTERBH
FREERE D RINCUE R ONERZEE ORI L2
ZK[2] -

EREENE  GHAREBRINA (SK) BA
¥ B E RSD 1T IR 1.4-9.2% -+ BF B RSD T IR
15-32% ; A (EF) BEABBENMTR
4.2-8.5% ' FFBRSDN1R2.2-6.4% » INT SR &P
BRRHTT1 0% AN ZEK - it AT 7L A fEFR
REM AR BREERMELIZ BRI -

EERRMERIZERE RS - KBS HEUPE
TUAEBRES - BRVERAZBHRIRE @ EHIEERR
SRFMRE > UANAO.1 N NaOHTH =S
B IRSEERBRERRE - B  AEHEBMR
M TEEEF262>244 « EHEEF262>216
AEBIEREE MR F262>130262>160
IRSHEEIRE - BESUBR -

REHEEEHHR T30 « 60 mo/kgmfHEIEEE
AR MEERESXE  B1XBEBRERS -
REEEIX  BBRESBITRE  MoRRE S
BEMENA (SK)  FRRIRERE1OXEBBRE

IHEFIRAMBIR(3 no/k) @ EREIARERIRAR(1994)F
AETERRMELER DR &6 W& (Ephephelus
coloides)ZEPENNEHE - AR IRRERE AR
BERE1OXREMERRRBIR(1 pg/kg)[10JHERAE
i MRRE - SEENA (SR) - FRRIRIRER
FOXRBMERRABIR - KEIR " ENREIREBIREE
REMARMERSRBREMRL)ERIA (BR)
/50 no/kg © RIGHR « REREERESXEBR
BIEREEMRLSs - ELURRIAREIZE8VIFRIBI0
LR —MLZ2HEETHREREN - BEAEYRG
HREFERAR15X MEMBEERRSX KIRIT K
FEEMIRZEREMFE  MARMEKRERRIERZER
REEMRR16X > LBAMARBHAREGR - BH
RIRBHERILREE - MARWRBREBIE - BRE
BEER BEAAREHERMERERARG » RKHE
MERRMER MBI BER - FEPRZERSIER16

o A

TRRERTBRREZESSEIRRRD
EEREN(1 O3ER-14.2.1-1%-B4) » $FILLENH -
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*& 1~ GHRAIRGER)RIFBRIIBEAERRE 10 ~ 50 » 100 pg/kg OUYEFBRMN = 5) -

Spiked Determined (ug/kg) Average Average
Sample (u 1 5 5 A 5 Determined Recovery
g/kg) (1 g/kg) %)
10 7.8 7.0 1.7 7.9 1.7 7.9%0.4 79.0
Muscle =50 38.4 428 39.1 387 40.5 39.8%L9  79.6
100 78.7 8.1 831 179.9 79.3 81.4%3.1 81. 4
10 8.5 8.4 8.2 8.1 8.8 8.4+0. 3 84. 0
Liver 50 41.1 42.4 41.4 41.4 403 41.3%+0.8 82. 6
100 890.9 86.3 89.1 834 888 88 5H*1.3 88.5
* 2~ ZIRINAGER) R IIERGRMEEREE 10 » 50 ~ 100 ug/kg BNEGBRN = 5) -
Spiked Determined (ug/kg) Average Average
Sample (u | 5 5 A 5 Determined Recovery
g/kg) (ug/kg) %)
10 9.0 7.3 10.3 9.7 9.9 9.3*1.2 92. 6
Muscle 50 45.9 424 387 46.2 49.7 44.6%42  89.2
100 81.9 81.9 92.5 80.7 87.1 84.8%5.0 84. 8
10 8.5 9.6 8.3 10.6 8.9 9.2+0.9 91. 8
Liver 50 48.3 45.2 44.6 51.9 53.3 48.7%3.9 97. 3
100 93.7 109.6 93.3 100.0 99.3 99.3*6.6 99. 3

& 3 RIESREMEERE 10~ 50 & 100 po/kg 2EHRBER - BEEBEEFFEIGRN=5) -

Sample Spiked (ug/kg)  Intra-day (RSD%) Inter-day (RSD%)

10 9.2 8.5

Muscle 50 4.8 6. 2
(including skin)

100 3.8 5.4

10 3.2 6. 4

Liver 50 1.8 4.0

100 1.5 2.3

& 4~ RIERRMELRE 10~ 50 & 100 ug/kg ZERBEA - BEEBEHRIERN=5) -

Sample Spiked (ug/kg)  Intra-day (RSD%) Inter-day (RSD%)

10
Muscle 50

(including skin)
100

10
Liver 50
100

—_—— DN | — &~ Ol
-3 U1 U1 — DO
DO DO Lol A s
= DD DO Lo DN
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x5 CHRRTEREMNEE - SHS

30 ~ 60 mg/kg ZIREBIHFHERIER

158 1% RN B R
RE T 4n 2% EX

X5 28 7| 4H ? ﬁ‘( ?ﬂ;ﬁ) 1 9 3 A 5 6
1 3 <3 4 185 <3 734
3 <3 <3| 166 | <3 42 25
5 9 <3 | <3 5 <3 <3
WL P 7 3 | 3| 3] <3| «3 <3
10 B | B | 8] <3| <3
14 B | 8| 8| <3| <3
R & 8% Y 21 <3 Q| <3| <3 <3 <3
wE (Hg/kg) 1 4 | 438 | 25 | <3 | 229 | 3
3 7 <3 25 61 <3 45
5 40 | <3| <3| <3| <3 <3
T ik 7 3 <3 3 <3 16 <3
10 3 | 3| 3] <3| <« <3
14 B | 3| 3] <3| < <3
21 B | B3| 3] <3| <« <3
| 288 | 1320 4 331 9 <3
3 43 54 65 | 270 36 <3
5 <3 24 <3 h4 <3 59
WL P 7 <3 | <3 4 <3 | <3 <3
10 3 | 3| 3] <3| <« <3
14 3 | 3| 3] <3| <« <3
SR EaRY 21 3 | 3| 8| <3 <3 <3
A (ng/kg) 1 841 [ 2091| <3 | 19 | 126 | 24
3 43 16 25 24 13 <3
5} 23 7 5} 21 22 <3
BT ik 7 <3 5 <3 15 36 <3
10 3 | 3| 3] <3| «3 <3
14 3 | 3| <3| <3| «3 <3
21 3 | 3| 3| <3| «3 <3

49
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& 6 » BIFIR TEERMELE « SHE 30 » 60 mg/kg ZIZEBMHARIER °

RS ETH TR No.50 : 43~56 (2016)

158 1% B LR
X 487 48 4% (5;133) | ) ] A - 6
1 85 36 32 52 5 19
3 3 | <3| <3| <3 6 <3
5 3 | 3| 3] <3| «3 <3
WL P 7 3 | 3| 3] <3| «3 <3
10 B3 | 3] <3| 3| <3 <3
14 3 | 3] <3| 3| <3 <3
R & 8% Y 21 <3 Q| <3| <3 <3 <3
wE (Hg/kg) 1 48 | 15 | 172 | 59 | 36 8
3 14 22 20 14 42 8
5 3 | 3| <3| <3| <3 <3
BT B 7 3 | 3| 3] <3| <« <3
10 3 | 3| 3] <3| <« <3
14 B | 3| 3] <3| < <3
21 B | B3| 3] <3| <« <3
| 44 71 | 607 | 49 | 474 | 353
3 <3 <3 <3 <3 7 <3
5 3 | 3| <3| <3| <3 <3
WL P 7 3 | 3| 3] <3| <« <3
10 3 | 3| 3] <3| <« <3
14 3 | 3| 3] <3| <« <3
SR EaRY 21 3 | 3| 8| <3 <3 <3
wHE (Hg/kg) | 317 | 693 | 109 | 522 | 7TH 196
3 39 8 42 11 31 59
5 3 | 3| 3] <3| <« <3
BT B 7 3 | 3| 3] 3| «3 <3
10 3 | 3| 3] <3| «3 <3
14 3 | 3| <3| <3| «3 <3
21 3 | 3| 3| <3| «3 <3
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Area
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4.50E+04
y =39.967x+680.82

4.00E+04 RZ = 0.9972

3.50E+04 |
3.00E+04 |
2.50E+04 |
2.00E+04 |

Area, counts

1.50E+04 |
1.00E+04 |
5.00E+03 |

0.00E+00 : * : : !
0 200 400 600 800 1000

Concentration (ng/L)

1\ RRMEEIEERSHEIL 51050~ 100500+ 1000 pg/L % 6 BEERERESEERE

6.00E+04

y =150.729x +960.19
5.00E+04 R2=10.9976 Standard

®Liver

4.00E+04 |

¥=35.657x +312.96

R2=0.9996 ’ B Muscle (including skin)

3.00E+04 |

y =247846x +881.37

" R?=0987_—H
2.00E+04 "’,/'" /'/-/’/
~ m__—
1.00E+04 | _—
e

om0 MM 4

0 100 200 300 400 500 GOO 700 800D 900 1000
Concentration (ng/L)

B2 ~ BRERMESRIORAE (SE) @S5~ 1050+ 100500+ 1000 ng/kg % 6 BRE
FRGIREIR



52

R ETHAFTEE No.50 : 43~56 (2016)

Oxolinic acid-LBLANK

1030217-Liver-blank MRM of 4 Channels ES+
262 > 244 (Oxolinic acid)
924
358366 3 392 10 448 475485
A b h TLiA LAY Akl J‘MAMA'L l‘ M4 ﬁ[(u , , , ,
0.00 0 50 1.00 1 50 2. 00 250 3.00 3. 50 4 00 4. 50 5.00 5.50 6.00 6.50
1030217-Liver-blank MRM of 4 Channels ES+
1004 2.74 262 > 216 (Oxolinic acid)
N
0.06
049059 0,920 95
0.00 0.50 1.00 1.50 2.00 250 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50
1030217-Liver-blank MRM of 4 Channels ES+
211 262 > 160 (Oxolinic acid)
100y 288
<] 115 o 477
-791.89
243 3.23
0.04 0.25 176 2.9 3.58 3.93 4.04
055 0.75 0,95 l 1.38 L 2.20 2,66 2.84 350 410 441 464 | 49249
0 "\d bttty \\‘“ﬂ(\ A\"L\ il A‘\“ "\"A/ T AML/ "%\4 T T T T
0.00 0.50 1.00 1.50 2.00 250 3.00 3.50 4, 00 4. 50 5.00 5.50 6.00 6.50
1030217-Liver-blank MRM of 4 Channels ES+
1004 149 262 > 130 (Oxolinic acid)
201 320 33 315
162 213 458 4.69
<] 169 | 249259 [2% 356 T/
195 290|343 1357 . 4.80
) [ fesl e Jl LRl oo soe | [ B
1 \ T T T T T 1 T T T T T T
0.00 0.50 1.00 1.50 2.00 2. 50 3.00 3. 50 4.00 450 5.00 5.50 6.00 6.50
Oxolinic acid-M-BLANK
1030217-Muscle-BLANK MRM of 4 Channels ES+
100, 1.09 262 > 244 (Oxolinic acid)
107 (111 1.54e3
1.12
LS 159
oo s XM 1 1S g, 34 258 277 32 456
3053 436 462 4.94
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Oxolinic Acid Residue Testing Assay in Grouper and Black Seabream
HL Chan’, CH Lin, WH. Lin, SH Lee

Animal Drugs Inspection Branch, National Institute for Animal Health,Council of Agriculture,
Executive Yuan

Abstract The purpose of this study is to assess Oxolinic acid residues in grouper (Epinephelus
coioides) and black seabream (Acanthopagrus schlegelii) and generate a basis for setting
withdrawal periods, which could be used for reference in regulating newly approved aquatic animal
drugs and usage policies. Based on the test methods announced by the Ministry of Health and
Welfare, residues of Oxolinic acid in fish tissue was analyzed by ultra-performance liquid
chromatography combined with electrospray ionization triple quadrupole tandem mass
spectrometry (UPLC-MS/MS) under the multiple reaction monitoring (MRM) mode. Under the
optimal conditions, the linear range was 5-1000 pg/L, the results showed a good linear relationship
(R?=0.9972). The limit of detection (LOD) was 3 pg/L and the limit of quantitation was 5 pg/L. The
spiked levels were 10, 50, 100 pg/kg. The average recoveries of spiked test in grouper were
79.0-81.4 % in muscle with skin and 82.6-88.5 % in liver. The spiked test in black seabream, the
average recoveries were 84.8-92.6 % in muscle with skin and 91.8-99.3 % in liver. The intra-assay
of the muscle (with skin) and liver relative standard deviation (RSD) in grouper was 3.8-9.2 % and
5.4-8.5 % respectively, and the inter-assay was 1.5-3.2 % and 2.3-6.4 %. The intra-assay of the
muscle (with skin) and liver RSD in black seabream was 1.4-5.2 % and 4.2-5.6 % respectively, and
the inter-assay was 1.5-2.5 % and 2.2-3.2 %, respectively. The residual test was administered orally
into two doses 30 and 60 mg/kg, for five consecutive days. The samples were collected at 1st, 3rd,
5th, 7th, 10th, 14th and 21st day,. The results showed that the residue levels in the muscles and
livers with low and high doses were both under the method detection limit (3 pg/kg) on the 5th day
in black seabream and the 10th day in groupers. Therefore, the withdrawal time is estimated to be 8
days in black seabream and 15 days in groupers.

Keywords:Oxolinic acid, ultra-performance liquid chromatography tandem mass spectrometry ,
Epinephelus coioides, Acanthopagrus schlegelii ,residue testing
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