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UNANED

n1sasvaeuauldlavesiinaasuaisnaulndaassiufinluilda (Polychlorinated Biphenyls;
PCBs) wazoasniluaas3u (Organochlorine Pesticides; OCPs) Tuanynsdas Tnewaiian GC-MS/MS Fuduy
Fnnaeuiiantumeluiosdjifinig dudunisasnaeurnslldldmuuumees SANTE (11312/2021)
Tnewssuiegaieisnsatadeedlalulasd uariinssidiendes GC-MS/MS Tnelddidemduuia
wng wavldnisunndailulessunludidnnsou (Electron lonization; EN) luluualessuuin wanns
n33aauAUlElareIITNAdeuNUd1 nunsgInluraRudNty 5 - 300 lulasnsuseilansy &
audugdunsad Inefianduussansnnsdndula () vesansngu PCBs uaz OCPs oglutag 0.9950-
0.9997 Aanudidusanfianansansianuld wagAmautidumiaafiannsovuiinals vesansngy
PCBs winiu 2 wax 5 lulasndusenlansu vausd OCPs Sy 2 waz 8 lulasnSusiedlandy mugdisu
mMsnadeUANgNABesislngUsziuanARA TosarINdUAL (%Recovery) WuindegaTliANaNT
ngu PCBs fisziuanandudu 5, 50 uay 100 lalasndusodlaniu fanadsesaznsnduausglutis
75.53-118.28 uay OCPs fiszsumnududu 8, 50 uay 100 lulasndusenlansy faadsiovaznns
nduAueglutag 74.49-117.45 dwSunsvageuaaiissuuumasvaueld (%RSD) vesatsngu PCBs 7
SEAUAMUINTY 5, 50 waz 100 lulasnsusanlansy ﬁ@hﬁ'amﬁ'mwummgmé’mﬁwﬁ‘ aglugas 1.74-
18.70 waz OCPs fiszdumuita 8, 50 waz 100 lulasnsusenlansy ﬁmmutﬁmwummgmé{’uﬁmﬁ‘ i
Tuta3 1.01-19.92 uaznsmadeUANITIBILUUNTYNELE (%RSD) Tasansngu PCBs fiszduansidady
5, 50 uaz 100 lalasnfusioAlansy ferdrudssuusasgiudunivng eglutis 1.44-17.20 waz OCPs 7
SEAUAMUINTY 8, 50 kaz 100 lulasnsusenlansy ﬁmdamﬁmwummgmﬁmﬁ’wé ag/lugae 1.53-
19.89 Mnwan13n53aeuAndlilaveis nuinudnvazianzvesisegluinaeinisveusuls Jeasuld
IEnaseuiianntudenumnzandniulilunisemainnesiansngy PCBs way OCPs luoimsdn’
Tureanudnty 5-300 lulasnsumenlansy

AdAgy : arsnaulndnrassiundaluiiia (PCBs) wazeasnilumasiu (OCPs), nMsnsiadaunuldlivesds,
IR
NAUATIRABUANNINDIMNTERT drnasivaeuRunduAladnd nsuadnd




Method validation for determination of Polychlorinated Biphenyls (PCBs) and
Organochlorine Pesticides (OCPs) in animal feed by GC-MS/MS

Siriwat Rainasuk ~ Warunya Kaewthip ~ Aekkacha Tananonchai

Sunee Kanapipat Nadda Phokhaw Panupan Swangwong
Abstract

An in-house method for the determination of polychlorinated biphenyls (PCBs) and
organochlorines pesticide (OCPs) in animal feed using GC-MS/MS was validated in accordance with
the SANTE (11312/2021) guidelines. The samples were extracted with acetonitrile. The analysis was
carried out using GC-MS/MS with helium as the carrier gas and using electron ionization (El) in
positive ion mode. The results of the method validation showed good linearity of the calibration
curves over the concentration range of 5-300 ug/kg, with coefficients of determination (R?) ranging
from 0.9950 to 0.9997 for PCBs and OCPs. The limits of detection (LODs) and limits of quantification
(LOQs) were 2 and 5 pg/kg, respectively, for PCBs, and 2 and 8 ug/kg, respectively, for OCPs. The
mean recoveries of PCBs at spiking level of 5, 50 and 100 pg/kg ranged from 75.53 -118.28% and
OCPs at spiking level 8, 50 and 100 pg/kg ranged from 74.49-117.45%.

The relative standard deviations for repeatability (%RSDr) of PCBs at spiking level 5, 50 and
100 peg/ke ranged from 1.74-18.70% and OCPs at the spiking level 8, 50 and 100 pg/kg ranged from
1.01-19.92%. The relative standard deviations for with-in laboratory reproducibility (%RSDg) of PCBs
at spiking levels of 5, 50 and 100 pg/kg ranged from 1.44-17.20% and OCPs at spiking level 8, 50
and 100 pg/ke ranged from 1.53-19.89%. All evaluated performance characteristics were within the
established acceptance criteria. Therefore, the developed method was considered suitable for the

determination of PCBs and OCPs in animal feed at concentrations ranging from 5 to 300 pg/ks.

Keywords : Florfenicol, method validation, animal feed

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

Department of livestock Development
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asnaulndaasTiudalufiia (Polychlorinated Biphenyls; PCBs) luansiafiduniddaasgini
Anuiatiosgs ifinl wazflauandRduauiuliingd arsfnaiduasnousise wazansiiviinndnsly
SuMBszEvem dswadsdesruudsvam sruvduiug sruundduiu wazsesluy Jagduasviaiyn
Fundauazindlunateuszimaialan drusednilunaedu (Organochlorine Pesticides; OCPs) 1{u
aseliduasigrivssianlalasaisueunasiiun (Chlorinated Hydrocarbon) dlaanausenaulusig
Asueu (O) aae3u (CV) lalasiau (H) uazeendiau (O) ansngueainiluaaeiu danuamuliaaiediias
laganeni wianusoazangldluingu Sniadafuasnguiifinsaanssiad Savuiiinisasavegnufu
waznauae fedufouihilansnguildluazaveglufivdnuaskaliild mnfivinmaldfnarumzugn
ogflufuiifiansintazan vonnduenanuamangudsnananéslufioin waldfinnsinunsnsiinisly
ansnquililerdnusawuazdngiindas

\losan PCBs wag OCPs dauasmuludwnndeunazanmnsnazanludfidin arsdanania
annsadigimedniiasvgia lnsenizla qns ung wazune iunislduonmsiisimsuuiiou Wy
ean nevdn vguie vieannisudesdniliunzidiluiuiininsuuideuresasariluiuuas
Aawindeu (Foods., 2024, 13, 528) %qé’umwﬁuaqaﬁﬂdu OCPs #i9s1aN8uLe Lﬁawﬁﬁdiwmauéﬂdﬂ
avanoaglulvdumudiusneg veesnanieniunisiu uasniela wazanunsoviliAne N siwiauuuizess
LazkUUEEUNSY (@010ue1M13 NIENTIAEMNTIY, 2012) taun AnuRaunfvesssuuseulivie Ay
demesoszuulsyam nsnagiiauiu lsauzise wazn1sdeddn  dmsu PCBs senuaudfnuamuy
sensaaneinazaaliveuti (hydrophobicity) ﬁﬂﬁaﬁﬂduﬁmmiaLﬁmmiazammq%amw wagnN1s
dvenududumuvidldomslussuuingld sufennsnavadludedeluiuromyviuardnd ns
1630 PCBs o1aiAsadosiunanssnusoszuUsEamuarngAnTsy szuuseslivie seuugiduiu wagns
Aowzids uenanni mslésu PCBs vswdnlussnistisiaunisosdmanssnude RN sTEUY
Uszamnlumisnuagian (L. Peivasteh-roudsari et al,, 2023)

MnAuaNtAfuaNunmy MIavarludandey waganuamsolunaitigraldemsves
a13nay PCBs uay OCPs nstihsfauavamadeunisuutewvesansinanluemsdnFedauddny
Aan1sAIvANANLUaDAdBYeIe I TdRiLazn1sUesiunsatenenasandad1guandugiandnd
Fadu drdnesnaeunmnndudUadat nqunTeaeuamuametmsded nuivineuasdaued (a3
anAna) Jsfleudndudesiauinazasvgeumiuldliveisnaaeuaisngu PCBs uaz OCPs Tuams
01 Tnemafla GC-MS/MS ielviuilaiisinaunduianuinidedemumnssiuaina Fuommadey
aruldldnesinaaoudenan msfnuluadsiiingusrasifionsiaaoumnulilfvesisnaaouansnga



PCBs uay OCPs Tuosdnd Tnewaia GC-MS/MS Guduisnaaeufiiaunduneluiosufvinis
1AY919DIUINNAITNAGDUINN Monitoring of pesticide residues from fish feed, fish and vegetables,
Helilyon7 (2021) wazatilun1snsivaeuauldlanvesisnaaa unuluInigwes SANTE/11312/2021
v2026 (European Commission, 2026) WonanesIdinaaeusinanidanuundefe uavwanzauau
ToguszasAanisldau

1. dnguszena
o ISuarnsvgeumulilivesisaaouaisnagu PCBs way OCPs Tuamsdnd lnewmailn
GC-MS/MS ialviduladniinegeunimundulvnanageununiete

2. YBUU"Y
WauISuaznTivasuauldlaveisisnaaauansngu PCBs uay OCPs lupsdni lnemaila
GC-MS/MS

3. Uszlevunaindnaglasu
1. ldisvaaeuansngy PCBs uaz OCPs Tuemmsdnd lnawmailln GC-MS/MS
2. M dudeyalunisvesusesrnuanunsaeaufinisausyuuamnn ISO/IEC 17025:2017

4.3501un"3
fufiunsasiaeuauldlivesisnaaey dil
4.1 MInaaeunuLdudunss (linearity) ¥eans1ng1U G29n15M6UveIITNAdeU (Working
range) LA¥HANTENUINUNING (matrix effect) il
4.1.1 anududunsevaansinuinsgiu (linearity of calibration curve) LAENNIMIAT

997U (working range)

4.1.1.1 NAADUATUINIFIUNGY PCBs wag OCPs 91U 6 SeAUAUTUTY AB 5,
10, 50, 100, 200 waz 300 lulasndusenlansy Arududuas 3 91 Useidiuaududunssvosnsu
UIM35U (standard calibration curve, SCC) Ingn15a3519n31MANUFUAUSTENI1ANUTUTUYDIAS
11A5IUNGY PCBs Waw OCPs uaziiufiléfia (peak area) udafiansanan coefficient of determination
() laitlosnan 0.995 (U.S. FDA, 2023)

4.1.1.2 nagoy spiked sample ¥89813815na% PCBs bay OCPs 9113 6 S¥AUAIY
gy @e 5, 10, 50, 100, 200 waz 300 lulasndudenlandy mnududuas 3 91 Ysediuarnududunss
Y9In51UIN5F U (Matrix-matched calibration curve, MCC) Tnen15a319n5 1A NdURUETENI19AY
udumes fortified sample 4938135084 PCBs Waz OCPs wari ufilifin (peak area) w&afia15mnA
coefficient of determination (r?) laitiaan3n 0.995 (U.S. FDA, 2023)



4.1.2 NaNIENUIMNUNING (matrix effect)
MnsSgueulazUsiliu %matrix effect (ME) @amuinaindadiuainudu
gnnsunsguluaming (MCO) Auanuduainnsvuinsgiuludiinazane (SCO) Ferniseausuly

WU £20% SANTE 11312/2021 v2026 (European Commission, 2026)

%ME = | Slope of MCC 1 x 100

Slope of SCC

4.2 mi‘mmaaumﬁwmmLsﬁm%’uméﬂqmﬁmmmm’mwulé’ (Limit of Detection; LOD) tagm1y
L%u%’uﬁwzjﬂﬁmmmmﬂ%maﬂ,éf (Limit of Quantitation; LOQ) &aii
4.2.1 naaey spiked sample ¥83aN5aA1INGH PCBs waz OCPs sydurdudu 20 lulasniu
foflandy $117U 10 81 NAEOUAIELASEY GC-MS/MS thranagouduanmian standard deviation (So)
WaIAUInAY LOD wagA1 LOQ 21ngns &34 (EURACHEM guide, 2025)

LOD = 35S’y ey LOQ = 105’y

. S0
S 0o — ——
Vn
Mo Sy = Standard deviation 21nn1SNa@RUY
n = UIWNAABUTLUIU routine
S’y = standard deviation @uSuUAILIUAT LOD way LOQ

4.2.2 vin1sguduan LOD laenaaay spiked sample v@9a15nq4 PCBs wag OCPs 114
Aududuyihfuan LOD vosansiiduwinildainde 4.2.1 $1uau 10 81 udauszifiudnen Sienal to noise
ratio (S/N) > 3 ynlallglvidudiuen LOD fiszduamudiduiigay

4.2.3 yn1studuen LOQ Inevnaau spiked sample vasan3a15nau PCBs wag OCPs 19l
Audadusiniudl LoQ vesasfiswialaainde 4.2.1 $1uau 10 91 udthaududuresansi
naaouls 1UszidunuuiuLazaud ssIreglunusinseeusuldnuNInsgIuYes SANTE
/11312/2021 v2026 (European Commission, 2026) wmnldlalngudual LOQ ﬁizﬁummwﬁmﬁuﬁqﬁu

4.3 NSNAFDUIIANNLINY (accuracy) wazALiEs (precision) UaI5MAdDU el

4.3.1 MAEUALLLLLAZAIILT BILUUNNINILEILE (repeatability) 18933 nageu Tng
nAaau spiked sample Y83@13nq1 PCBs) 3 seAuAMUdudY Av 5(LOQ), 50 waz 100 lulasnsuse
Alandu wazarsngu OCPs 97U 3 s8AUANNLTNTY AB 8(<MRL), 50 wag 100 Wlasnsuaailansy
Auduay 10 B

4.3.2 NAARUANUTBILUUNTYNGLE (with-in laboratory reproducibility) 99935nagaU
TngldiEvnaouiiiontu w3oslowentiu nageumstu wasdmind 2 au usayTuagynisvedey spiked
sample ¥83a13NqY PCBs 971U7U 3 52AUANULTNTY Aa 5(L0Q), 50 waz 100 lulasnsuseilansy was



@13ng1 OCPs 971U 3 seAuAMULTY B 8 (sMRL), 50 uaz 100 lulasnsudenlansy Anududuay
10 %1

4.3.3 Uszilumnuusiu Tnenismuiuaisesazn1snauAuls (%emean recovery) Uadusiasy
ANUNTUADI0ElUYIN 70 - 120% AuNIATIIU SANTE/11312/2021 v2026 (European Commission,
2026)

4.3.4 Uszifiupuniissuuunsmuels TnefuuAdndonuumasguduing (%RSD,)
yosrududuansivaaeuld SefadlaiiAn < 20% SANTE/11312/2021 v2026 (European Commission,
2026)

4.3.5 Uszifiumnaifioauuunisvinanld Inesuimdudeauunasgiuduing (%6RSDy)
yosrududuansivaaeuld SedadlaiiAn < 20% SANTE/11312/2021 v2026 (European Commission,
2026)

4.4 mMnagday Selectivity Wag Specificity

4.4.1 13UF8E19 reagent blank taz sample blank 31u3uag 3 k8

4.4.2 \WIuNA9813 spiked sample 17’1'Lﬁmaﬁazmammgmmiﬂfiu PCBs A udududi
seu 5 lalasnsusienlansu wazansngu OCPs aududuiissdu 8 lalasniusieflansu S1uuas 3 €1

4.4.3 11f19813978 (4.4.1 - 4.4.2) YIN1INAFRUAIEITNAFRUATAIINGY PCBs kag OCPs
Tupsdad Inswalln GC-MS/MS

4.4.4 Wisuilsudnyanves sample blank (Fo 4.4.1) uag spiked sample (o 4.4.2) Lite
nyvseUdyaasunu tngfinnsanainiavesansiusnglu reagent blank wag sample blank ¢oslil
wuila wiedwufiafifldn RT wazAsnareUszy (m/2) IndiAssiu standard Aesfidayaya signal-to-
noise ratio (S/N) %o8ni1 3 @u spiked sample AvsdA1 RT wane1991n standard ailAu £0.1 W19 uag
A1 m/z #5917V standard wazdlAn ion ratio WANAINIINAITUIMIFILLIAY 30% F989I1TBHANTINIE

USIARINANTTUNIU AULNA SANTE/11312/2021 v2026 (European Commission, 2026)



WRURITUADUNTITNAHDUETIINGN PCBs waz OCPs Tuamsdnd laewmalla GC-MS/MS
TUABUNTANAFIBENT NOUNAFBUAILLATEY GC-MS/MS

Sample 10 ¢ £ 0.01 ¢

Add 25 mL Acetonitrile and 5 mL Hexane
- Shake 30 min

Supé'matant
- Add 4 ¢ MgSO4 and 1 ¢ NaCl
- Centrifuge 10 min at 3,500 rpm, 25°C

Clean up with solid p‘fgase extraction (FL/Carbograrph)

- Condition 5 mL Hexane

v
Load Sample 5 mL

l

Elute 5 mL (Hexane : Diethyl ether ; 94 : 6)

l

Evaporate at 40°C

l

Add 0.5 uL Hexane

l

GC - MS/MS



5. KAN1TNAADY
5.1 wan1snaaauautiwdunse (linearity) v99n31Mu1935511 423901518 uv0935NAdeU

(working range) LagNANTENUAINUNING (matrix effect)

n31MUIRNIFINEITNEY PCBs wag OCPs 9113w 25 91a WUy SCC uag MCC fiarudy
Wunsaeglugaemnududu 5 - 300 pg/kg 4@ r 11nA91 0.995 NNANS AIUR15197 1 waziietiad
slope 999 SCC wag MCC 11AIUI8AT %ME WUINIANRaUs -3.36% (PCB 138) 14 -92.55% (2,4-DDE)
Tnefifies 4 ansfiien %ME teundn £20% |dun PCB101, PCB138, PCB153 uasPCB 180 fyiu Fedasld
NFYALYLHANTLNUINNUNING Mgas1ansnuInsgIukuy MCC lun1snsivaauanuldlavedds famnsng
71

91NNINAEUALTUEUASeINTIMNINSEIU Inenadau spiked sample UadaTaANINGY
PCBs way OCPs lutasamidudu 5 -300 lulasnusedlaniy uazainmsairanslunnsgiuduans
AuduuSsEwinsaaduduves spiked sample warituildiia (peak area) VYBIE5AINAN PCBs way
OCPs \iefinrsananenduuszavsnissindula (coefficient of determination; ) wuin fregluinusiii
gousula (¥ > 0.995) MNWANITVAGDUAINGT LanIT1 AUTNTUIDIETAZA181A5EIUTUYI 5 - 300
Lulpsnsusenlansy fanududunsed munzaulunistddunsvunsgiu (calibration curve) A91519
71
5.2 HansnAdeUMAIANLIITuIaRTiannsoasanulel (Limit of Detection; LOD) WazAdny
L%’usﬁus‘i'lqmﬁmmmwm%mmlf?ﬁ (Limit of Quantitation; LOQ)

5.2.1 9INMIVIAABUMIA1 LOD Wag LOQ ¥esansngy PCBs uay OCPs lngvaaauiiogafi
Auansinasgiuiienadudu 20 lulasnfunfudedTansy S1wau 5 61 Auiumeieds wazAidy
Joauuansgiuvesaududui fald Auiaen LOD uag LOQ 990 LOD=3S", uay LOQ=10S";
(EURACHEM, 2014) fiFndianns1fi 2

5.2.2 wan1studuarmduduianiiamisoasianuld (Limit of Detection; LOD) ¥4
a15813ngy PCBs Wag OCPs #i5eu LOD wuin lf1 S/N < 3 wagwasinsienazvos ion ratio laifuluma
NATINRSEIUTES SANTE/11312/2021 v2026 (European Commission, 2026) 3avin 1susuan LOD 1u
2 lulpsnsusoilansy wazvinisudu wudn da1 S/N > 3 waznas1a¥esazaes ion ratio 1ulum
NQUILINTFIUYDS SANTE/11312/2021 v2026 (European Commission, 2026) Fatfuen LOD 104a15a73
N PCBs uaz OCPs fAuviniy 2 lalasn3udedlansy fiwnsnedi 2

5.2.3 wan1sgudunriduduiigaiarunsomuinald (Limit of Quantitation; LOQ) v84
150§y PCBs uay OCPs Aiszu LOQ Wui1 A1 %Recovery laiaglutaa 70 - 120 uay %RSD litduly
AUNEIUINTFIUVE SANTE 11312/2021 v2026 (European Commission, 2026) 39v11n15U3uA1 LOQ

@15nau PCBs waz OCPs 1lu 5 wa 8 lulasnsusiaflansu wuin A1 %Recovery aglutag 70 - 120
Juluaunasininsgiuues SANTE 11312/2021 v2026 (European Commission, 2026) sielua LOQ



YBIAINGUPCBs waz OCPs A 5 uaz 8 lulasnuseilansy Jsllenumnzandmsuisneaeuil

FIN1T9N 2

m15797 1 A1 Coefficient of determination, r2 wag Matrix effect

epoxide

Compounds >CC 2 Mec p %ME
calibration curve r calibration curve r
PCB 28 y=10444x-9536 0.9982 y=6198.3x-2441.5 0.9985 -40.65
PCB 52 y=3276.1x-2356 0.9988 y=1424.8x-2384.3 0.9992 -28.08
PCB 101 y= 3685.7x-9334.1 0.9993 y=2697x-2379.3 0.9994 -17.67
PCB 118 y= 6020.3x-11921 0.9991 y=04290x.1-5778.3 0.9997 -28.74
PCB 138 y=4110x-10465 0.9993 y=3971.8x-1193.2 0.9994 -3.36
PCB 153 y=3685.7x-9334.1 0.9993 y=3559.2x-1067.4 0.9995 -3.43
PCB 180 y=3324x-8586.3 0.9993 y=3181.1x-3468.2 0.9997 -4.30
2,4-DDD y=14943x-43171 0.9993 y=4499.2x-11875 0.9990 -69.89
2,4-DDE y = 23054x% - 4789.5 0.9975 y=716.62x+1985.8 0.9950 -92.55
2,4-DDT y=15468x-78461 0.9991 y=04635.7x-26184 0.9983 -70.03
4,4-DDD y=15611x-79011 0.9991 y=04665.4x-27448 0.9983 -70.11
4,4-DDE y=3446.2x-4077.9 0.9990 y=1826x-2891.1 0.9995 -47.01
4,4-DDT y=12211x-77315 0.9989 y=5140x-31550 0.9987 -57.91
Aldrin y=869.42x-1059.7 0.9991 y=012.71x-2267.3 0.9977 -52.53
cis-Chlordane y=1282.2x-4351.4 0.9993 y=0416.17x-2128 0.9989 -67.50
tran-Chlordane y=579.29-2106.3 0.9993 y=194.74x-1528.9 0.9989 -66.38
Dieldrin y=573.28-2251.5 0.9994 y=160.85x-1435.9 0.9981 -71.94
Endosulfan
“Ufate y=759.29x-2237.4 0.9993 y=237.24x-906.62 0.9982 -68.76
Endrin y=227.58x-1129.1 0.9993 y=76.598x-785 0.9976 -66.34
alpha-HCH y=1333x-5105.6 0.9990 y=142.73x-1035.2 0.9979 -89.29
beta-HCH y=1525.1x-3480 0.9989 223.71x-1918.1 0.9973 -85.33
delta-HCH y=1288x-4437.5 0.9988 y=232.52x-2434.2 0.9973 -81.94
gamma-HCH y=1277x-4677.8 0.9991 y=135.27x-801.84 0.9987 -89.40
Heptachlor y=2656.6x-1898.9 0.9989 y=821.35x-6790.2 0.9968 -69.08
Heptachlor
y=894.12x-2767 0.9993 y=225.66x-2185.2 0.9976 -74.76
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A1597 2 manedeu LOD, LOQ wazdudiudi LOD, LOQ

Spiked sample
20 ek LOD LOQ
HSES (n=10) (n=10)
(n=10)
Compounds
spiked spiked
LOD LOQ S/N %MR %RSD
S’0 (3570) (10 $°0) conc. ( ) conc. ( ) %)
0 0 mean mean (o]
(ug/kg) (pg/ke)
PCB 28 0.34 1.01 3.37 2 15905780 5 84.62 14.79
PCB 52 0.48 1.44 4.81 2 4213967 5 88.40 10.25
PCB 101 0.69 2.08 6.92 2 2862380 5 92.18 12.34
PCB 118 1.16 3.47 11.57 2 1128782 5 80.34 16.82
PCB 138 0.19 0.57 1.89 2 9743529 5 107.02 11.34
PCB 153 0.56 1.69 5.64 2 8713319 5 89.26 10.09
PCB 180 1.28 3.83 12.77 2 7369484 5 76.38 16.19
2,4-DDD 0.72 2.16 7.19 2 216.7 8 83.44 9.94
2,4-DDE 1.42 4.26 14.2 2 2102587.5 8 71.89 16.59
2,4-DDT 0.38 1.15 3.84 2 207.5 8 81.03 13.83
4,4-DDD 1.02 3.07 10.25 2 193.4 8 83.01 13.08
4,4-DDE 0.88 2.63 8.78 2 4995016.1 8 70.73 7.85
4,4-DDT 0.92 2.77 9.24 2 212.7 8 84.51 4.92
Aldrin 0.17 0.52 1.74 2 452.5 8 92.79 11.04
cis-Chlordane 0.52 1.55 5.16 2 1068443.6 8 83.25 10.04
tran-Chlordane 0.51 1.53 5.11 2 479276.5 8 75.75 13.18
Dieldrin 0.58 1.74 5.82 2 41.2 8 84.79 9.74
Endosulfan
0.65 1.95 6.5 2 564286 8 86.73 19.25
sulfate
Endrin 0.59 1.77 5.89 2 29.1 8 87.08 14.34
alpha-HCH 0.37 1.1 3.66 2 424565.5 8 73.15 11.50
beta-HCH 0.48 1.45 4.83 2 511468.8 8 72.58 13.99
delta-HCH 0.41 1.22 4.07 2 566289.2 8 79.43 16.70
gamma-HCH 0.39 1.18 3.93 2 408565.5 8 74.25 9.22
Heptachlor 0.34 1.45 14.14 2 2367012.9 8 85.78 11.03
Heptachlor
. 0.57 1.70 5.68 2 522987.4 8 93.16 16.88
epoxide

5.3.2 ;nmsnadeunILiissnsaugild Tnsvnaeu fortified sample wa3anIngal PCBs
3 s¥Au Ao 5(LOQ), 50 waw 100 lulasnsusanlansy uwagansngu OCPs 3 56U Ao 8 (LOQ), 50 wag 100
lulasndusiedlansy nuin dardudssvunnsgudusing (% RSD,) ogluinmsinisseusuniy
SANTE/11312/2021 v2026 (European Commission, 2026) F9m15797 3 wazas9dl 4 91nnIIVREeU
Aranfissnamuld wansi1 Fveaeuiifieuisaduiiveusuld
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5.3.3 anmsnadeunaiisanisvindild Taeneadev fortified sample va9a13ndY PCBs 3
5¥AU Ao 5(LOQ), 50 war 100 lulasnsusaflansy uwaza1sngu OCPs 3 sgAu A 8 (LOQ), 50 wag 100
lulasnsusoflansy wudn ferdruidvavuninsgiudusivg (RSDy) eglulnueinseeusumu
SANTE/11312/2021 v2026 (European Commission, 2026) FIMN17 4 WATAIS19T 5 9INNTNAEBU

a Yy I aa P = 2 IYE%
ﬂ’mmLVlENﬂ']iVDu%qlm LRI ﬂﬁwmﬁauuum’mLVIEJGLUUVIEJEJ@SUI@

NS89 3 KANSVIAABUAINTIE (Precision) wuun1sUgvesansngulnarassusdaluiiila (PCBs)

spiked Repeatability (%RSD,) Within-laboratory
Reproducibility (%RSDg)
Compounds conc. Day 1 (n=5) Day 2 (n=5) (h=10)
(ug/kg)
%MR %RSD, %MR %RSD, %MR %RSDr

5 111.64 12.30 91.40 12.88 85.68 9.27

PCB 28 50 99.91 15.73 93.57 13.31 90.39 16.36
100 86.17 15.08 98.01 9.38 113.97 4.79

5 113.70 3.97 112.72 2.60 89.76 9.02

PCB 52 50 105.25 13.70 97.05 14.31 98.31 17.20
100 100.01 12.68 101.81 12.36 115.61 3.59

5 117.56 2.41 114.10 2.36 82.64 10.16

PCB 101 50 94.96 17.33 75.53 10.71 112.82 6.90
100 81.16 18.70 96.52 3.87 78.06 1.44

5 96.49 11.70 94.44 11.41 84.56 6.38

PCB 118 50 105.77 6.85 103.09 13.36 105.55 9.55
100 107.95 7.07 91.00 9.01 87.11 4.44

5 116.68 1.87 118.28 1.74 113.36 2.70

PCB 138 50 81.98 10.83 81.05 12.56 107.86 3.12
100 75.89 15.21 83.15 8.43 104.87 6.03

5 115.04 4.40 110.43 7.03 107.20 7.45

PCB 153 50 88.18 11.87 87.75 13.79 108.70 5.44
100 84.01 15.67 90.51 8.91 107.40 1.58

5 111.06 6.25 113.52 4.79 85.44 6.22

PCB 180 50 92.30 13.07 89.64 13.07 106.44 2.78
100 88.89 11.82 90.90 3.36 105.90 1.45
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A15199 4 NANISNAFDUAILLTYY (Precision) WUUNSTIUG VD9850 N LUAADIU (OCPs)

Spiked Within-laboratory
Repeatability (%RSD;) Reproducibility
conc.
Compounds (%RSDr)
(ng/ke) Day 1 (n=5) Day 2 (n=5) (n=10)
%MR %RSD; %MR %RSD; %MR %RSDg
8 91.58 3.13 76.13 12.05 87.49 12.96
2,4-DDD 50 80.63 7.27 106.35 10.13 935 1.53
100 90.2 18.37 108.3 5.51 109.8 7.73
8 105.98 3.25 93.28 10.13 79.23 12.09
2,4-DDE 50 76.6 9.67 107.79 11.09 93.43 2.64
100 86.43 18.41 106.33 4.41 88.43 17.2
8 115.93 1.81 116.08 1.99 82.53 9.68
2,4-DDT 50 81.64 6.64 109.25 10.33 94.74 15.65
100 922 17.97 115.23 2.95 106.44 6.82
8 108.5 4.81 105.13 10.38 81.29 10.39
4,4-DDD 50 79.8 7 109.28 11.47 91.76 19.89
100 93.82 18.71 113.79 4.12 108.32 6.82
8 85.75 2.64 77.14 11.33 89.84 6.67
4,4-DDE 50 74.54 5.03 98.87 11.32 94.4 17.78
100 89.5 17.31 96 9.37 107.75 6.43
8 116.05 4.22 99.75 9.68 81.35 3.04
4,4-DDT 50 109.9 8.8 96.51 14.77 94.68 15.65
100 103.91 10.3 111.29 6.41 105.06 2.86
8 116.7 14.31 105.97 7.54 89.18 7.7
Aldrin 50 109.88 18.3 88.58 10.18 75.77 5.99
100 100.4 16.78 103.23 6.97 111.72 5.56
8 94.53 414 83.52 10.8 75.53 10.25
cis-Chlordane 50 79.08 12.1 106.12 16.22 113.26 4.1
100 87.27 19.47 109.15 3.85 90.88 16.05
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8 104.85 4.47 96 8.2 84.5 12.75
tran-Chlordane 50 74.49 9.07 104.16 11.81 102.2 6.42
100 79.82 12.64 106.19 3.7 94.05 8.15
8 94.1 9.27 84.46 11.04 73.22 5.05
Dieldrin 50 78.56 791 109.18 10.37 110.04 323
100 91.68 15.85 117.38 1.29 103.66 2.12
8 97.05 3.43 88.82 14.91 85.9 10.46
Endosulfan
clfate 50 99.24 13.14 87.6 18.04 105.3 9.6
100 97.61 16.91 106.29 15.62 109.25 4.99
8 117.45 1.01 107.86 4.84 87.98 7.86
Endrin 50 105.66 12.04 90.89 15.43 103.26 10.46
100 96.99 17.09 103.68 159 109.42 6.1
8 92.78 7.23 79.06 13.27 82.95 11.86
alpha-HCH 50 103.7 13.69 95.48 17.53 113.96 4.9
100 97.29 19.62 110 4.95 107.87 3.75
8 97.95 8.45 77.57 16.98 80.98 10.73
beta-HCH 50 104.44 11.76 95.74 15.79 105.16 7.38
100 96.09 16.96 114.72 2.67 113.58 2.32
8 96.2 10.91 92.45 9.24 79.95 9.96
delta-HCH 50 104.78 12.41 99.3 14.94 105.02 9.14
100 100.87 16.78 113.26 3.01 114.05 2.97
8 90.7 8.09 77.95 13.17 84.66 10.66
gamma-HCH 50 104 13.62 92.02 17.17 111.3 2.5
100 91.15 10.65 111.83 7.62 109.66 3.8
8 114 4.47 94.2 19.92 99.4 6.63
Heptachlor 50 103.37 13.79 91.99 14.64 111.72 2.86
100 99.39 17.78 106.7 5.24 99.48 7.31
8 1155 2.96 107.98 7.09 87.78 9.44
Heptachlor
epoxide 50 74.76 7.12 109.64 10.26 112.74 4.05
100 80.08 13.5 96.67 15.94 106.7 8.26




5.4 wan1Ineaayu Selectivity e Specificity
5.4.1 319U B UL B UR QYY1 8u D9 reagent blank Lag sample blank wuin Tawu

¥ TewTeuisuiudyy1aves fortified sample MAna1TazA8UIATTIUNGY PCBS hag OCPs
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6. @3UNaN1INAaeY

HaN159539aUANULELAveISNA@auaITNaY PCBs wag OCPs luamisdnd lneinaila GC-
MS/MS WUI1 Wan1svaaau linearity waz working range laen1svageau fortified sample VBIAINGY
PCBs fiszsiupnududu 5 (LOQ), 50 waz 100 lulasnSusedlandy wazansnau OCPs fsefumnuTITy
8 (LOQ), 50 uaz 100 lulasnsusiodlansu darududunss Inern coefficient of determination () 4l
Woeni1 0.995 diA1 limit of detection (LOD) winiu 2 lulasnsusenlansu uaga limit of quantitation
(LOQ) Wity 5 uaz 8 lulasnsusoAlansu fiduedesesarnsnduauldegluinusiniseensuiidian
winkagaruniisadulunannasiimsgiu SANTE/11312/2021 v2026 (European Commission, 2026)

Mnuansnsaeuanalilduansidnudnsusamevositeglunminssensuld dafu 3843
fanamnzandniunageuasngu PCBs waz OCPs Tuovnsdnd fivsannandudu 5 - 300 lulasniu
sanlansy
7. dalauaug

AT N1INAFIUAINTIUNEY (Proficiency Test) 139A19LUT B ULNBUNANITNAFOUTEWI 19
veaUfjiAn"3 (Interlaboratory comparison) tilevilfAnausilainnsnsaaeunuildldveisiinng
wianiiesdedy wazasliAnwmansasouaalldvesisvnaevansluasndy PCBs uag OCPs i
Juqfinda iedunsihss Yensuudevlussuunisudeduduadaivoly

8. NAnssuUsENA
ndeiilasunsatvayulagdinasisaeuaun ndusUadnd vaveunn WeTsins duniau
g1uen1sdtnesIvdeuAMn MEUAIUATHT warnguuIMIsIANITRIUf RN Addunudaniian

€

o0 e

Unsal Tun1suuianu wazidmihieuiiyinguaz il (@159nA19) NGUATIAARUAMNINEIMTIN
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A NIUIUIUNTANBIASITA NS
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