ceod %... RALC/MS/MS AHANERESESE
0,0

- - - =
0, (Oreochromis niloticus) ) Z 5 &
° o ° B
S0t EREY
&k
Rz P (&
Rl L
33 WE
Sérgio Henrique Monteiro HEAF R FIE T —FERNERT FIEE (Oreochromis niloticus) ERH 11 FREIZE
EYERRAT. mER (A%, 18X NNR. €5F. Bty @SN BE_H'E.
XRT, BA RiEDE, MAVE. EROEMPRLE) WAk, #ailtEdRaEFER &R,

1mL 0.1 M Na,EDTA i1 24 mLZE&: & (& 0.1% BER) (70:30) #ITIRE, #AEE
Gisele Francisco iT Captiva /MEFTAY, BRTSITHETERAXLELESWENE, FELEYNEER
CENA/USP, (LOQ) 9METF 4.3 pg/kg, EMZESEEH 83.8-110.1%, MEAFRERT 5.5%.

BHAFE, BA

Valdemar Luiz Tornisielo 1 Jeane

Agilent Technologies



S

AY

i}

R ERkEREN IS EY 9% BERMET X (1], ZBH,
B RIS 2007 21 2009 £RF 602%, MEFEEFETE
EEIEK T 105% (2003-2009) [2], XBEKF=FEVBEHS
WEBUFBROEN, BTRFREERS, £WEELEEH
WERG, SEUFAREREN, LHERRER. AW, &
RS OENREGERINEER, MHILERBHE THRMER
HMREEXK,

HTHWAER, SRS RPNRERRERZ REEXE,
REFBATHASE, - LERMIREIRRE. B0,
KEBRARRPRABHREZ LS SEMAREYNELE.

FHRNET—FER Captiva MEFTHFTIEF ESI
LC/MS/MS S HTEYHE A%, Captiva /ME (E545 A5300002)
MEER SRR EES R LRI EE BB YR.

ARBENENER, ERATRRERMITE-d6 EARR., RIE
BREEE RS RINL 2002/657/EC, MEAFEFEHIEREME. &Kif.
ERE, BN, BREMIHERTTRAIRIE (3],




EERS

t2Hm

FTRAFIREBMZEA HPLC £ (Tedia). FTAIRFIRER (Vetec)
1 Na2EDTA (Sigma-Aldrich) A4, ErAKEE Milli-Q %
g (XETEH) 4, SWRERLIEER (97%, 0TC) . MIH
% (975%, TC) . £8% (93%, CTC). AAEIHE (99.5%,
CFX) . Bi#EDE (99.0%, EFX) . W&iME (97.2%, SAR) .
BERRIEM (98.0%, STZ). ERDVE (99%, NFX), MEMHR
R IEE-d6 (99.4%) KB Fluka Analytical A7, ﬁﬁﬂziﬂﬁfiﬂ
(SDM) Fnfgh — FARERE (SMZ) 5k Chem Service A7), #EH
#995%, SEZ (98.5%, CAP) 3H Dr. Ehrestorfer 28],

FMEYREESEE (100 pg/mL) BREHE, ETEEHR
B, #£-20°C TAR7F 6 M A. BARLIER (1000 pg/L) BT K
ELURBEERRHE, ERT 5 CHEGTRE, EATEH.

HmaibE

BogHMET S0 mLIBEERNEZHEER. M 50 pL @kt
¥-d6 7&K (1.0 pg/mL) fEAMAR, AR 1 mL 0.1 M Na,EDTA
AT 24 mL 28 7k (70:30, £ 0.1% BEg) BARA. ZREE
#13% A Marconi ultraturrax S 8# (MA102) i85 5 min, #EXHE
Hitachi CF16RXII B M7 1370 xg BB LA TEL 5 min, X
A Manifold Supelco Visiprep #4t, # 500 pL EE&AN Captiva
ND /ME (345 A5300002) HEATUERE, SERERWETE 2 mL #
GiH, R LC/MS/MS HITHHT.

LC/MS/MS FiE

REEER Y
e Agilent 1200 Infinity 5K &L R %
=y Agilent ZORBAX Eclipse Plus C18 (3 X 100 mm, 3.5 um)
Hig 30°C
mEhE A) 0.1% FREKAR

B) 0.1% REAZ AR
BEER FiF1E] (min) %A %B

0 95 5

13 5 95
& 0.4 mL/min
e 10 uL
s
e Agilent 6430 =EMEFRREKA RS
HEER ESI ()
FRERRE 10 L/min
EUBEN 50 psi
TRSEE 350 °C
ERERE 4000 V
H Agilent Mass Hunter(B.03.01)
KR %R RSN (MRM)
BIEfEERNERF

MRHAEFSHMEZRS RN 2002/657/EC FrAEFIT—B M4
MIE, TEZETUTSH. 554, RHR (LoD) EERHM
L0Q. BEEMUREKE,

75 - 400 pg/kg SERME 11 MEFRUEYH 7 M REIKE, X
RAZBMmrERHTERCENKRE (MMC), BNREETS
W=k,

FAMRENEERTERMLEYARE, AREGETENER,
ER AR E-d6 {EANAR.



GRS

BMAEMHENEFRR 1. MEBEERNBFIEATE

Bf, B BHBETIHEAREET, BTFAMMIL.

x 1. EEEHRIRERTE (RT) F1 MS/MS &1t

e RT (min) BE¥ FEF BREE (V) HiERER (V)
&BZF 10.610 479.1 462.2" 125 12
479.1 4441+ 125 17
18% 9.685 461.2 426" 115 16
461.2 201.1* 115 41
MR 9.944 4452 410.2" 115 17
445.2 154.2* 115 30
R E 11.982 3111 156" 120 16
311.1 108 120 28
TR — R 10.127 279.1 186" 115 12
279.1 156" 115 16
TERE 9.128 256 156* 90 8
256 108 90 20
RELE 9.786 332.1 288.1" 125 13
332.1 245.1* 125 22
BigibE 10.021 360.2 342.2" 132 17
360.2 316.2* 132 16
HRmibE 9.695 3201 302.1" 125 20
320.1 231.0* 125 44
bR E 10.560 386.1 342.1" 119 15
386.1 299.1* 119 26
SE% 11.563 323 305 70 0
323 275* 70 8
TR E-d6 11.945 3171 162.2* 65 20
317.1 108.1* 65 28
‘EERTFH
- EEETI

MR G A PR,



FAREHENEDS MRM BFMRERRRRITEE. EF ¢

FERTHAMTEENL SN EEERE 1., i
75
Captiva MENEEMHSZTAFHESUNZRTEEANH |1
HYR, BEERTEOREERMELIA, FRETHRE O
AERS (FEHER) MMRHERRRRINHTRE. £ 50
BEHRIMRE, 2R (L0Q) EFH 5 ug/kg B, EASH 4
LY awiER. AZNREEEENRENAL, WETART 3
10%. 20
1.5
ERRFALANE 5 - 400 ng/kg REBENEMXRRE, o] -y .
WEHRERY (RY) AT 099 (MK 2). B2 RFTRAEL "0 v w5 92 w6 100 108 108 112 10 120 138 138 197
HiESES Z B RPAYREERN—1EM, B 1. IEFEHS (100 ug/kg) KB BFHELE (TIC).

ZARTRARREEENAMTUESRHEERTHTE

o .1 s . , R . 1 £ [ 3 g . MERIAREZS (R?
= EERAMA FRESHEEET 10%, KAENSHEE %2 EBEZFatldiiLtEs T8 10D, L0Q FINENRERS (R?)

{ERREL AR Agilent MassHunter 806 (B.03.01) k5er;, 8% LOD (ng/kg) L0Q (no/k) R’
&8% 0.91 3.00 0.9992

% 2 F7Rf LOD #0 LOQ E2HEE NP IERNI S, +8% 120 4.00 0.9994
MR 1.00 3.20 0.9994
R E 0.30 0.90 0.9995
R R 0.80 2.56 0.9992
TR 1.30 4.00 0.9990
REE 0.40 120 0.9994
B E 0.50 1.50 0.9976
ERDE 1.30 4.30 0.9992
hEibE 0.60 1.90 0.9986
8% 1.00 3.50 0.9992



%10 A

% a3z
4 ¥ =00012x-0.0038
R? = 0.99925484
ERKE
B
&2
1,
0,
0 40 80 120 160 200 240 280 320 360 400
REE (ng/kg)
M
L5 TE
7 = 0.0043x— 0.0080
R? = 0.99936178
121
-
E
Bos-
0.4
0,
0 40 80 120 160 200 240 280 320 360 400
HREE (ug/kg)
E
T bt
64 y=00174x—0.0149
5 | R=099953123
g 4
E 3
-
2,
1,
0,
0 40 80 120 160 200 240 280 320 360 400
WRE (ng/kg)
G
354 .
TR — g
3.07 y=0.0086x— 0.0136
25| Rt=0.99916661
=
Ez.o—
=
Eis
1.0
05
0,

B2 EHEPTEEA)
#TH

120 160 200 240
REE (ng/kg)

280

320

360

460

| 18%

| R2=10.99937328

y =0.0024x — 1.6532E-4

| R?=10.99916311

0 40 80 120 160 200 240 280 320 360 400
B (ng/kg)

y =0.0027x - 0.0107

F
| TR

0 40 80 120 160 200 240 280 320 360 400
B (ng/kg)

y =0.0026x — 1.5309E-4
R?=10.99902020

| R*=0.99763223

400

0 40 80 120 160 200 240 280 320 360
B (ng/kg)

BiEhE
y =10.0075x — 0.0028

0 40 80 120 160 200 240 280 320 360 400
WKEE (pg/kg)

. TEF(B). WFE(C). £FF (D). HIHMHF (F). BREW (F). Blk_FEE (G) FIZEDE (H) BREHLZE, KEEE 5.0- 400 ug/kg.



| +HdJ
109 FFLE HERERLE
v=0.0022x—0.1109 0.8 v=0.0023x — 9.2960E4
0.8 R?=0.99945408 R? = 099925429
= 121 0.67
=061 =
= =
i 7 0.4
0.4
0.2
0.2
0 ”l
0 40 80 120 160 200 240 280 320 360 400 0 40 80 120 160 200 240 280 320 360 400
HRE (ng/kg) WREE (ng/kg)
K
244 K
hEIbE
2,04 y=0.0058x - 0.0268
R? = 0.99865007
164
.
=
B2
@
0.8
0.8
0,

0 40 8 120 160 200

WRE (ng/kg)

240

280 320

360 400

B2 EHZHPRELE /(). ERDE (J) HLEDE (K) BEEBZ, KEEE5.0- 400 pg/kg

HEZHE 30 XKEHEIT, BiI3T 100 pg/kg REHREE 780
E, METHENHEREZE., £RNTF 28 #1103% 2, 7

%,

B IMERRE 254 50, 100 #0200 pg/kg HEF T iEtata
AR, TN AENRBZEEM IR ERTRETRYE, BEET
7 RNELRRERR, ERTHENHNREE. ZRIEK 3.

£3 ZMFREERKRHIESENFMAAEEE (HXFERE) , LRRKE 100 pg/kg Kt BIEEEE

3]
ey 50 pg/kg  RSD (%) 100 pg/kg RSD (%) 200 pg/kg  RSD (%) Eslg (%)
&B% 108.1 37 100.8 45 875 7.7 6.1
18% 103.8 46 96.8 115 86.3 83 85
MmifE 106.4 45 107.1 5.4 93.0 74 6.2
TR 86.5 6.0 89.3 9.3 96.0 48 78
ez 2 99.3 4.1 94.9 7.7 97.6 5.0 5.6
TERRE 925 33 923 7.2 95.8 5.8 7.7
RHE 87.9 6.5 872 8.6 82.8 6.2 9.1
BiEib 2 98.4 6.6 108.8 47 95.4 83 85
ERIVE 96.0 10.6 100.0 9.4 875 5.1 78
bR E 98.1 3.0 90.0 5.4 90.7 44 47
8% 93.2 5.2 905 132 945 55 10.3



B IR R AR AT B S IR E AL BRI B RIE,
MEARRT, B, ARROAERES. EHES, &R
SRTRERMUE,

&ik

AYXERTRE T & ATEFENERRHERERNTE
Fx. AERAZENRITBRRRKARSE, EARSHERE.
BREMRGE, TUUEATRE ppb RHBHRUSWHIT
LEMERAN.
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