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Tnewmatia LC-MS/MS
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ey wiing AT TeneaY nY) AUty aild Al

q

weadnm Andl AougnT wasandont  anegen wvlsas

UNANELD

nsasrvaeunnuldlivesitnaasvanssenvslaulue1msdnd lnawaia LC-
Ms/MS Gadhiinaaouiifamtuniglurosnjifinns dudumsnmaaeuauldldni
LIM9wes  EURACHEM wi3sudeghslagnisafniedeadiewmiues anntunagousie
1309 LC-MS/MS Tneldansavanemandeuiindniosas 0.1 nsavasiinluthusiaannloss
wazosdlalulnsa Idreduuein  Cis wazanizvoNadlUAINSIUNSUUY ESI  negative
mode nan1snsraeunuldlivesisnaasuarsiongslou wuln nsuInsgIuluag
AL 30 — 1,000 lulasnsusenlandy danududunsed daduussansmssnaule
(") vesansienenslou witdu 09998 mAnududumanfianunsansaanuld uazam
dutusgafianansamuiiald wirtu 10 uag 30 lulasnfusiedlaniu auddiu lned
Aaassosarninduiuldvesiiognsiiiuansiongnsleu fAsysu 30, 500 wag 1,000
lulasnSusienlansy Wiy 98.74, 100.52 wag 102.86 MUANRU NAADUANLLTBILUUNIS
musldvesansienendlay fisedu 30, 500 waz 1,000 lulasnusenlandy dardiu
Lﬁmwummgmé’mﬁwé WINTU 2.65, 2.32 WAy 1.12 AUSIU LaEnadouANLTiELUUnIS
Ve ldvesansienanslaudiszdu 30, 500 war 1,000 Lulasnduseilandy Sandudoauu
UINTFILAUTNS AU 3.23, 4.24 Uaz 1.77 Mua1du 91nuan15059auaulglalandn
fnndnvuzianevosisoglunasinmaonsuld fafu Fneaeuiieinnumnzandmiy

[y

Tdmeaauanssonansloulua1msdnd Aszauaututy 30 — 1,000 lulasnsusenlansy

AdAgy : asenenslay, nmsnsiadeunwldle, ermsdn’

L L3

NANATIABUAMAINDWNTENT dinasiaaeuamnmduAleadnd nsudmdnd



Method validation for determination of roxarsone in animal feed

by LC-MS/MS

Warunya Kaewthip Siriwat Rainasuk Aekkacha tananonchai  Sunee Kanapipat

Phayungsak Phakmee Kantika Sangsayunh Saisuda Phutthaisong
Abstract

In-house method for the determination of roxarsone in animal feed with
LC-MS/MS was validated according to EURACHEM Guide. The samples were extracted
with methanol analyzed by LC-MS/MS. The analysis was carried out using the mobile
phase of 0.1% formic acid in deionization (DI water) and acetonitrile on a C;g column
and ESI negative mode of mass spectrometry condition. The results of method
validation of roxarsone were found that the calibration curve at the level 30 - 1,000
ug/kg were good linear; the correlation of determination (rz) of roxarsone were
0.9998. Limit of detection and limit of quantitation were 10 and 30 ug/ke,
respectively. The mean %recovery of roxarsone at the level 30, 500 and 1,000 ug/kg
were 98.74, 100.52 and 102.86 respectively. The relative standard deviations of the
repeatability at the level 30, 500 and 1,000 ug/kg of roxarsone were 2.65, 2.32 and
1.12 respectively and the relative standard deviations of the with-in laboratory
reproducibility at the level 30, 500 and 1,000 ug/ke of Florfenicol were 3.23, 4.24 and
1.77 respectively. The results of performance characteristic were within the
acceptable criteria. Thus, this method was suitable for determination of roxarsone in

animal feed at the level 30 — 1,000 ug/ke.

Keywords : Roxarsone, method validation, animal feed

Feed Quality Control Laboratory Division, Bureau of Quality Control of Livestock

Products, Department of livestock Development
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a o

ey wiing AT TeneaY nY) AUty aild Aanfidiul

q

weadnm Andl AougnT wasendand  anegen wnlsas

UNi

e (antibiotics) SanauiFmlunsevdenganisaiaivlavesdouuadise
annsalilunismuaulsaniedestulsafiintuludnd uenainierufTuzurssings
anunsanszdunsaiasivlnvesdnilddng (ssams, 2557) Tumsdesdniwuugaamnasu
FadumadesdaisiunnlufiufisdainlmAalsassunldie Saiinsldendiiuses
aslUluormsdniifieannisiasyeadenelsn wazIEnsEAUNTaTAule (ToTmil way
s30ums, 2557) nndinislievaniesndligniesenariliAnidoriosludniuasinlugng
Andereenildluauls vennituneliAnnisandweseluiodniuazndnsasiandns
AelmAndunseseguslan laud 1AneN15910AE9v9e LAANISUNEN wazela nalvlin
yziSale maammﬁmmiﬂmﬁamaamaﬁlaanﬁamﬁ’w (lans, 2555)

Sonanslau (Roxarsone) %30 3-nitro-4-hydroxarsoneyphenylarsonic acid W
a13UsEnaueswiindunsd wazlasuni13susesnnd1inauAnenIIUNITOIMITUATEIVBS
angouidnn (USFDA)  Tud a.a. 1944 Tildluemnsdnidniitedesiulsadn nszdunns

a a o/

W3ULAULR WiLUsEANSAINNISIYNvnTan T wazUsuusadvaaiiadn) (Fisher et al., 2015)

v 9

'
o

Sonesleuegluglarsusenevensiwindunidniifiun WednilasuansSananslaudiluly
1 [ < 6* T cl' d{' I
$uNEYNTUBBNNIMINRINTEkarTaatln Songrslauazliinisideusuiieagly
$19N8VeERT uslleSonensluuoengddiindounsouuRIALAZNUREUANINEE1NTIASY
T8Nz UIUNITN TN MLaEN e NNatetduaIsusenevreseswiin lneuinnanes Ju
a15U5¢NaUr09a15winatunse wu arsenite (Aslll) wag arsenate (AsV) azvinlsiana

| a % ¢ =% Py s a a R ° v a I3
nsgnNUARdwIndauLarYYe n1stasuansenslinetunsdilunaruuinlninusis
Yon uzisanszimizlaanne wasuzisailonds uazdediwadoguaimdnvaiausznis wu
lsplanazrasniden 1sAlumulssinni 2 nzunnsesnsaitlya swdsdinansenu
faN15MaAS5AA8 (Nachman et al., 2013)

Tul A.a. 2011 19NUANENTIUNITOIMITUALE1UDENSFBLUSNT (USFDA) e

IWELNISHANSANBAnUIESRInsinasnyetiunid ineuissluduvedlnnlasuanssen



g13leu uoninianutnaiefuafivanefisinvdoasmluianadeuuazasandis
yosensidnlulivinlsiansiduusisormsdn iidasfonaslougninaldlulszimedu anam
glsU wazansgouing uadamadinisldansionenslouluvateyssing wu soanside usda
wagdwde (Liu et al., 2022)

fathu dtfnesraaeunmunmaudiuade’ nquasiaaouamnmesdng Sedienna
IndudesiauiSuaznsivaeunnuldldveisnaaevarsioneslauluemsdnd oy
wAlA
LC- MS/MS waziiteliutlaindsiwaniuiianidefionumesguaina Suosmaey
aulldldvesiznaaeudnan msfnuiluedsditnguszasdiiionsaaeunildlfvesis
nadevanssoneilauluomsdnilaemeda LCMS/MS dauduiinnaouiiwamiiuniely
WoU)URN15 9198995MA@0UIN Analytical and Bioanalytical Chemistry, Vol.404(8),
September 2012 laganfiuntsnaasuniulglaveisnadounuLuINIgwes EURACHEM
(EURACHEM, 2014) iilouansinisnaaeusananiinnmindetio uaznsawnnuinguszasdves

ALY

1. nguszea
A o ax 1% aa < & v & A o
LWBNRIUIT LLa%ﬁ]5']"Ua@'Uﬂ')’]ﬂﬂ%l@ﬂ@ﬂ']ﬁﬂ@a@Uﬁ'ﬁi@ﬂ‘ﬁ'ﬁi""ﬂ]ﬂluaqﬂ'ﬁamj LW@I‘VI

TulaM S naap UL TULNaNAZaUNUY DD

2. YUY
v aa v aa I3 [ a
WAWNIShazasIaauauldlavaiSnaasuaissananslouluanmsdnilaemaia

LC-MS/MS

3. Uszleviiimninaslésu

1. iBnaaouansionysiouluamnsdni lnawmatda LC-MS/MS

2. [ dudeyalunisvedusesmiuainisaiesdjURnisaiussuunanin
ISO/IEC 17025:2017

o [

3. Mlunmsihsziansldenufvuglunisnanledng
4350 UUNS
sudunsasadeuauldldveiinaaey feil
4.1 NMSNAADUNANTENUINNLUNING (matrix effect)
4.1.1 m‘%ammsazmammgmmaami%aﬂmﬁmﬁ 6 STAUAUINTY AB 30,
100, 250, 500, 750 waz 1,000 lulasnfusenlansy Aududuay 3 51 MndeuFioLAIs
LC-MS/MS



4.1.2 wiey fortified sample IneifinansazaIeuInsgIuTeIassonyI5lau il
6 SEAUANMULINTU AB 30, 100, 250, 500, 750 war 1,000 lulasnsusiailansy AUty
a¥ 3 91 NAFEUABLASET LC-MS/MS

4.1.3  WIPUWIBUAT response  YBNA1TA¥ANENINTFIUMEUAY  matrix
standard WU 6 SELAUAMIINTY LazUseiiu matrix effect (ME) neusinnseausunesly
WY +20% (Sante, 2021)

Rstd in matrix extract

ME(%) = ( - 1) x 100

Rstd in solvent

1ne#l R = detector response

4.2 nsnedeunIdudunse (linearity) veInTMLINTFIV WazNAdDUTIINTHY
NUVBTIINAEBU (working range) fisi
4.2.1 yegeu fortified sample vasE550nmNSIaUIIUIU 6 SEAUANMLTUTY
#9 30, 100, 250, 500, 750 wag 1,000 lulasnSudedlansy Anududuas 3 41
4.2.2 Usziiiunnuludunsavesnsmunsgu (calibration curve) laenis
a¥ansanuduiugseninenudiudures fortified sample vesansienunslouuayiiui
§ifin (peak area) wdfiansanan correlation of determination () laitfesndn 0.995
4.3 manaaoumeaaduuigaiannsansaanuls (imit of detection; LOD)
wagmndutusgafiarunsanuiiald (imit of quantitation; LOQ) dil
4.3.1 adey fortified sample Tavansseneeuiifinnnududu 20 lulasnsy
soflansu S1uan 10 91 udnhaudutuvesansiineaeuls smdiudonuumasgu

(SD) AauIAT LOD wag LOQ vesasiaazuiinain LOD = 35/, waz LOQ = 105,

, So
S 0 - =
Vn
We S, = standard deviation 31AN1SNAGDUL
N = PUIUNAABUTILUU routine
S’y = standard deviation d@wSuAIuIAT LOD way LOQ

4.3.2 ¥n1studuan LOD Tnemagau fortified sample vasanssonanslaudil
ANMULTUTUYINAUAT LOD 89ansNauIailaannds 4.2.1 3711 10 91 waiuseiduingn
signal to noise ratio (S/N) = 3 Wag lon ratio hitAunasnnvun wnlulaliguduai LOD

NsAUANUTTUNEITY



4.3.3 ¥n158usuen LOQ tnevindeu fortified sample asansSengnslauiiil
mudutuihiuen LOQ sesasiidiualéanndes 4.2.1 $1uiu 10 81 wdhthanududy
yosasimaaould 1szifiuanuutiulazeuniissieglunusinissesiuldmumnsgiu
AOAC (2019) mnlallgliBusudn LOQ fiszduanuiduduiigaty

v

4.4 NINADUMIAINULIY (accuracy) wareAies (precision) V8I5NADU il

6.4.1 MAAEUAILILLAYAIITIBILUUNNSNIUELE (repeatability) 8938
NagEU lnenndoufAleg1s sample blank wag fortified sample YesansSennslay 3 sEAu
AsIdU Ao 30 (LOQ), 500 wag 1,000 Lilasndusedlansy anududiuas 10

4.4.2 maaummLﬁaumumiﬁﬂ%ﬂé’ (with-in laboratory reproducibility)
voriSnnaay lneldiineaeudeatu wislaferiu naaeudieTy wasdmiing 2 au
wiae Turzrhnsmaaeufiete sample blank uaz fortified sample vasans3onanslawd 3
sydumadLduAD 30 (LOQ), 500 wag 1,000 lalasndusedlandy Anududuay 10 o1

4.4.3 Uszidumnuuiu Tnenseuiuaiissaznisnduaula (%recovery) o9
wiazANUNTuIneglunauein seanulanuNInsgIL AOAC (2019)

4.4.4 Usziflumnuifisswuunsmudile Tngfuadmudosuuinnsgiu-

d03m5 (%RSD,) vesmulutuasnaaauls FanesliiiuaArdindeauuninsguduinsy

ANUIANENNTT Horwitz (%PRSD,)

-0.1505

@un1s Horwitz (repeatability) %PRSD, = 0.66 x2 C

We C Ae dnsIaduA UL iureIfIag 1aNFINENTUIN T

4.4.5 Usziiiuanuiieseuun1svingle nediwinaidiudesuuuinsgiu
v o L 4 r-:l' Yo% v Ia ! [} ~ % v A
d3WS (%RSDR) vosmUNTuasInaaeuls deiasliifumdimidosuuinnsguduingg

ANUIUAINENNTT Horwitz (%PRSDR)

@un1s Horwitz (with-in laboratory reproducibility)  %PRSDg = 2 O

W C Mg BNSIAINAMUTLIUYRIRIRENTILANATUIN ST

4.5 N1INAgdU selectivity Uay specificity
4.5.1 933618819 sample blank 911U 3 91
4.5.2 Ww3suR1081a fortified sample ffivasazaleuInIgIuaIsIoneslay

ANMUTLTUNSEAU 30 hulasnsumanlansy 31uIU 3 91



4.5.3 w3gueaee fortified sample ﬁLama'ﬁaxmﬂmmgmm'i%aﬂmﬁsﬁu
anududuiiseiu 30 lulasniudenlaniy udufuasazarensgiudalnunlud deasdedn
AwsUMuUMsTadey fsssumududu 30 lulasniusiorlandu $1uau 3 o1

4.5.4 Ydeenede (4.4.1-4.4.3) vn1svaaeunlgisnageuassenenslauly
p13dn laewaila LC-MS/MS

4.5.5 WivuLeudeyauues sample blank (¥o 4.4.1) wag fortified sample
(o 4.4.2) Aduarsaraneuinsgiuansienenslouitlifinissuniuainaisdulu matrix vos
sample blank

4.5.6 Wisuiisunanisvaaeu fortified sample ($04.4.2) Fifnasavane
1psgasTeneflau AU spike sample ($04.4.3) Mfuasazasansgiuasione e
uazlinansararsanasgudalnuilus 3wy peak vosansdalniunlud Ad1umis retention
time enfuiuansSenenslau wsell peak vosansdaluuilug sunau peak vesansionens
Tgunsolil

4.6 NAEDUAUNUNNUYBIONAABU (ruggedness; major change)
nadeu fortified sample vosansTonusloud 3 seauaududuiie 30 (LOQ), 500
way 1,000 lulasndudenlansy aududuay 10 99 lnaiUSeuiiauinisnaaauaisngusen
gilaulusnegaemsia annsailulimaaeuluemsansldviols Fausuifisua
AYILUANA VRN TIATIZRAULUSUTINANF 081909 S8R STiuAndng (F-test)
Tnewseuiisumnundsusiuiisunald (F,) fuAuUsusiuannss (Fu) antuiill
AT RANRREVBINANITNAADUIINFI0E1901MSTR T uanEe (tTest) TnaiUieuidiou

! a ao % YR =
AnadsNAIUIle (t,) AUALAAEAINAITI (te)



WHURITURBUNITNAGRUETTS oS laulua1nsdnd tnawalla LC-MS/MS

Weight 10.00 + 0.05 g sample

)

Add 50 ml methanol

Shake 30 min

!

Centrifuge 5 min, 3,500 rpm, 25 °C

|

Clean up with SPE (MAX)
Condition SPE - 3 ml Methanol

- 3 ml water

Supernatant 5 ml
l - Wash 5 ml 5% ammonium hydroxide
- Wash 5 ml Methanol

Elute with 5 ml 2% Formic acid in water

l

Filtrate solution
with 0.2 um membrane filter in glass vial

!

LC-MS/MS

5. NAN1SNAADY
5.1 NANISNARDUNANTENUINAUNSNG (matrix effect)
HANINAADUNANITENUINLUNING (matrix effect) YBIa1TALALNINTFIUNEY
U Matrix standard $747u 6 SzRuUAMLdUTY F1915197 1 WUdn %matrix effect Vo813
SonensTouliagluinasindmuallaiiu 20% (Sante, 2021) Fawiumdsld standard

calibration matrix curve



A15199 1 WAN1I91 %matrix effect Vo s5anwSIwU

ALTNTU (ug/kg) eak area

Standard solution Matrix %ME

30 1488703 1941070 30.39

100 5126808 7225687 40.94

250 13127616 16417780 25.06

500 27098910 35073483 29.43

750 39005014 52842303 35.48

1,000 49648439 69439847 39.86

5.2 wan1snagauAuiliudunse (inearity) Y8INTINUINTFIU UATNITNAABUYI

¥ aa .
MUV I NAEDU (working range)

nmsnageuanuLdudunssensiniinsgiu lnevegeu fortified sample
ypsasIaneslaulutiannudutu 30 - 1,000 lulasnsunsusenlansy wagainnisasna
nsminAsTILaneuduiussiaududures fortified sample uarfiuillifia
(peak area) vosansienansleu WeRnisanainAduuseaninisdndula (correlation of
determination ; r’) w1 fAnegluinasifivensuld (7 = 0.995) AnKan1svAABURINAN
LAne3T AULTNTUYasansarateuInsgulugi 30 - 1,000 lulasniunsusieilansy fndny

Dudunsed winganlunislddunsmuinsgiu (calibration curve) Asgual 1

10000000

5000000

Peak area

v

20-500 lulasnsunsusenlansu uag peak area vosansIong3lUU

Roxarsone

[

y = 23315x + 178234

r2 = 0.9998

100 200 300 400 CondQQg/kg) 600

700

800

33U

900

1000

SUN 1 LanepuduiusiBaudunsiseninsanududuass fortified sample 7




5.3 wansvadeuAIA LIt gaTiamsansaanule (imit of detection;
LOD) LLazmmLﬁuﬁﬁuﬁwqmﬁmmsamﬂ%maﬂ,éf (limit of quantitation; LOQ)

531 91AN1sVadeunIAl LOD wag LOQ vasansienysloy  lnsvadey
fhegnaifinasuasguiinududu 50 llasn3unsuserlansu S1uam 10 €1 Auamn
Anade uagmdudosuuiinsgiuresrudutuninld dunen LOD wag LOQ 910
LOD=35", wa LOQ=10S"y WU Siansanisnsdi 2

5.3.2 wamstuuaanudutusiigaitanmsansianuls (limit of detection;
LOD) vesansIenenslaud 2 lulasniudenlansu wuin wassfosazves ion ratio liifuly
MALNAITINMTEILYE European commission, 2021 Swihnsuiuan LOD 71 5 lalasnsusie
Alansu wazyimsudu wuindAmasissesazvas ion ratio llidulumunamisnnsgiuves
European commission, 2021 33viin15U5uA1 LOD 7 10 lulasnsuseilandy uazyiins

Budu S/N = 3 uaziiAnas1eiesazves ion ratio WWulumunasinInsgIuves European

o
&Y 1

commission, 2021 §iatjuAn LOD vasa1sseneislau danvadu 10 lulasnsuseilansy ¢
AN 3

A15199 2 WaN15IA1 LOD Lay LOQ maamﬁaﬂmﬁ%u

aeu AULTNTU (Uug/kg)
1 17.85
2 19.77
3 18.28
a4 19.30
5 19.36
6 18.26
7 18.26
8 19.77
9 18.42
10 18.64
average 18.79
%Recovery 93.96
SD 0.697
\n 1.414
So' 0.49
LOD=3S,' 1.48
LOQ=10S, 4.93




533 wanisduduanudududiiganainisomdsuiale (imit of

quantitation; LOQ) vesansfenynflaud 5 lulasn3udenlaniu wud1 a1 %recovery laieg)
Tug29 60 - 115 waz %RSD Litdulumunasiunnsgiuwes AOAC (2019) Fsvinisusumn
L0Q 7 10 lulasn3usedlaniu A1 %recovery laioglurag 60 - 115 way %RSD lairduly
ABINUIENATEIUYES AOAC (2019) Fsvirmsuiuen LOQ 7 30 lalasn3udeflaniu wuiy
A1 %Recovery agluyas 60 - 115 uaz %RSD Wulununadiuinsgiuves AOAC (2019)
fatfuen LOQ  vesansfonensleu Sauviiiu 30 lulasniusoAlansy Sadiarumansay
dnsuisnaaoutl M 4

AN51991 3 NanIAaaUuduAT LOD vasasseneisiau Nseau 10 lulasnsusedlansy

Y LOD (10 ug/kg)
S/N %IR
1 464.90 4352
2 434,70 40.88
3 464.30 41.48
4 477.40 45.40
5 497.80 42.32
6 502.30 48.47
7 461.60 43.60
8 485.00 44.69
9 484.00 44.04
10 464.60 45.23

5.4 WANIINAEDUMIAINLNY (accuracy) WagAINLLTIEN (precision) UBIIoNAADU
5.4.1 INNIINAFDUANULLUVDIIDNAADU tnenadau fortified sample Vo9
a1550n915lou 3 s¥eU Av 30 (LOQ), 500 waz 1,000 Jaansusadlansy wuii Avedusas

avnsnaufuldvesanssonensleu egludamunaeiunnsgiu AOAC (2019) uansin 35

S | < N o Y o .«.:4'
nageuiiinnuududufieeusula Aamis1en 5



A151991 4 Nan1IVaasUTudUAT LOQ vasanssaneisiau Nseau 30 lulasnsusailansy

o LOQ (30 ug/kg)
Conc. (ug/ke) %Recovery

1 31.872 106.07
2 30.86 107.20
3 30.746 105.80
4 28.85 99.37
5 31.806 109.63
6 31.215 106.60
7 31.039 105.77
8 31.584 109.50
9 29.246 100.17
10 32.067 109.20

mean 30.93 105.93
SD 1.089

%RSD 3.52

LNE91 % Recovery 60-115, Lngual %RSD 21

A151991 5 NAN1IVAGBUAIIULLU (accuracy) U89IDNADU

AULVLTY LNUTINTEDUSU Andssesazmsnduiuldvesans
(ug/ke) (AOAC, 2019) (%Recovery)
30 60 - 115 98.74
500 80 - 110 100.52
1,000 80 - 110 102.86

5.4.2 PINNIINAABUAMITIBINITNIUGLA laevageu fortified sample U949
asSeneslau 3 seAu Ae 30 (LOQ), 500 way 1,000 TaanSusenlansy wuin dandqu
Jesuuaasguduivg egluinaeiniseeuiufiduineinaunis  Horwitz (%PRSD)  #d

Ql' A %Yy | aa S A @ A
M13197 6 LATIINAITNAFDUAMINLTEINITNIULILA Laned Ineaeuildaiuiiewlud

gousule



AUty | naeiniseensy Yovaymanudoauunasguduing
(ug/kg) 9%PRSD, (Repeatability, n=10)
30 17.90 2.65
500 11.72 2.32
1,000 10.56 1.12

A9 6 NANIINAFDUAINNLIEN (Precision) LUUNIINIULT

5.3.3 91NA1TNA@BUAMNNABINSYINGT L lnevadeu fortified sample U3
asSonenslau 3 56U Ao 30 (LOQ), 500 way 1,000 fadniuseilaniy wuin dardiu
Wesuunnasgruduing egluinainisgeusuiiAuineinaunts Horwitz (%PRSDg)  #d

AN 7 HAYAINNITNAADUAIULAEINITYNG LS wanad1 Asneasuiidauieadun

gousula
M99 7 mansnadeuAALiles (precision) wuUN1STE
AN \naFinIsEaNTY Yovazandudoauumsgudiing
(ug/ke) %PRSDg (with-in laboratory reproducibility, n=20)
30 27.12 3.23
500 17.76 4.24
1,000 16.00 177

5.5 wan1snaaau selectivity way specificity
5.5.1 annsiTeuifloudyaaves sample blank wuin ldwudaanande
WIsuLsunUdYayaves fortified sample 17‘iLaua’]iazmstmgfma’]s%aﬂsmﬁsnu TGlNek!
lifinnssuniuainansduileglu matrix ve sample
552 annsiUsuiisunanisnaaeusiegaiiivalsasanensgIuas
onenslon Aumegeiiuansazaneunsgiuansionailoulasifuasazaroinsgiud
asdeinazsuniu Ao ansdalnutlud Aissiuanududy 30 lulasniusedlansu Tushogns
spike sample U7 ldnyu peak ansdalulunlud fisumia retention time Weafvanssen
g3l uansin ansviedlifinasoianeaeui
5.6 NANITVIAGDUAIUNUNIUYDIIGNAGDU (ruggedness; major change)
MnnsUSEuisuALuUsUTIuanns 938 e iiedneta 2 v finana

Y 1Y

WANF1908 19 T 1ANIEDR NTEAUAMURBNU 95% (e < For) 91NTUULINAVEIAIIY

o



wUsuniuilaldiUSeuliiguAiadsvedidiiasenanimegeemsiiuare1msgns wudi 4
AMNLANA19D S INTTEAAYNIEDR NTEAUANUTDLIU 95% (e < te)
fatiu AsneaevaisSenvnslou lnawalla LC-MS/MS anunsaldlunisnageuii

Mog190 s bikareImMnTans Aauandlunisnei 8

a v

M13197 8 WANITIUaLIBYANAIATIZITRLAaNNSATIANY F-Test UWay t-Test

SD %RSD
A I3 I3 I3 9115 Df of Fou Fooe Df of T T...
(ug/kg) 1A ans 1A 43 | Fotest T-test
30 0.899 | 0.512 | 2933 | 1.696 9,9 3.079 | 4.026 18 1.325 | 2.101
500 28.247 | 14.717 | 5.679 | 2.990 9,9 3.684 | 4.026 18 0.522 | 2.101
1,000 13.547 | 15.488 | 1.351 1.543 9,9 1.307 | 4.026 18 0.181 2.101

6. @3Unan1INnaeg

nan1snsageuauldlsveitnaaevaisioneslou Tuemisdnd lnawmaie
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