nsaLILazasadauaultldvaiiinssiasnguaainlunassu
sasnmluneaauazindnassiundaluiidaluirunladudiemaiin GC-MS/MS

fndann assuduns  ydui Fvsal

q

%4 1
UNANY

= gy - yada I3 ]
n138 Nl 8709 Uszasdiowauinazasiaasuauldla 353 nsieviaisngy

s = o a ' 4 o a a a <
gainlupaeIuIIMI 13 ¥ila ansngueesniluneamaiiuiu 2 ¥ia wazansindrassiuniin
Tuildadnuau 6 vl luhudlafiumiemailn GC-MS/MS HamsHaNIsnUIMsaninansn e
avarwesdlalulasdsaudunsiiiusansetenisiiuansanaadlu thistle tube 7l activated
florisit 5 n3u wazilladendamn 0.5 nsu 1WWISAasanalUSunaluiupundetesiian uazille

a & a e 1 Y v A I 1 b4 !
3Lmﬂz’wﬂUﬂiﬂWuﬂmigﬂuTumeiﬂ%MQﬁiaaaxmiﬂamuaqhma 80.48 - 99.59 Uay3IDuALYBIAN
Deavunesgiuduivseylug 1.78 - 14.93 anuussivaeumaltliveisinme wuinny
Dudunssvasnsminasgluivhazansuasluamsndladuuszans nmsandula () ey
WU 0.5 - 100 ng/mL NN ANTENLIUNATINYDIENT p,p-DDD Wae o,p-DDT NANuduty
1 - 200 ng/mL g9n31 0.99 FYAIAAYDINIATIINULAZT AT ATDIN1IATITALT 9UT e
VBWNETVINNY 0.5 Uag 1 ug/ke HIUNATINYBENT p,p-DDD Wag o,0-DDT WnAU 1 uge 2 pg/kg
N9 nsAATEBg VN 1- 100 pkg VNTTAGENS dIUKNATINVESENT p,p-DDD Way p,p-DOT &
PamyliaTieyaming 2 - 200 gk ImaummmLmumwmsmﬂﬁaaavmsﬂamuasﬂulﬂmﬁm
70-120 fenAruniissresniamut uasnsve e ansanaiiesazvesa il sauunasg I
duiimsiAmiosndn 20 NNERAENIINLLLNNITEY SANTE/11312/2021 v2026 ANKHANIATIIEDU
anuldlauansindin s nuaslanizvedisegluinaminseeusuld awluisnaaeuiiTdany
wzaudmsulifiesiansnguessmlurasiu ansnquesnilureamlnuazansing raesiumiin

Tuitlalwhuilafusiematin GC-MS/MS

meAgy : maannuazsyEeurlldlvedis, sesnluraeiy, sosmiluneeam, IndasesumAnly
ila, Unsllediy, GCMS/MS

wuneldgudvInis : 69(2)-0304-022
NauRTREBUAMMNLad I LAYNANE RN dninnsivaeunmnWELAUATRT nsuUadeT
91 vl 4 DUUAIUUN FuaUINER B neallesunusiil Jamdauyusnil 12000
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Development and validation method for determination of
organochlorine organophosphate and polychlorinated biphenyl in raw
cow’s milk by GC-MS/MS

Tipsuda Wanna-in"  Vichunun Leewan

ABSTRACT

The aim of this study was to develop and validate method for 13 types of
organochlorines, 2 types of organophosphates and 6 types of polychlorinated biphenyls
in raw cow’s milk by GC-MS/MS. The results showed that the sample was extracted with
acetonitrile and clean up by passed the extract through a thistle tube contained 5 grams
of activated florisil and 0.5 grams of sodium sulfate had the lowest residual fat content
and analyzed with matrix matched calibration had mean recovery percentages in the range
of 80.48 - 99.59 and relative standard deviation percentages in the range of 1.78 - 14.93.
Then it was validated found that the standard calibration curve in solvent and in matrix
extract, all compounds exhibited a coefficient of determination (") at the level of
0.5 - 100 ng/mL for all compounds, except summary of p,p-DDD and o,p-DDT at the level
of 1.0 - 200 ng/mL was greater than 0.99. The limits of detection and quantitation were 0.5
and 1.0 pe/ke, respectively. For the summary of p,p-DDD and o,p-DDT were 1.0 and
2.0 pg/ks, respectively. The working range was between 1 - 100 pg/kg, while summary of
p,p-DDD and o,p'-DDT had working range between 2 - 200 pg/kg. Accuracy was considered
by mean recovery percentages in the range of 70 - 120. Repeatability and within laboratory
reproducibility were considered by relative standard deviation percentages below 20 for
all compounds in accordance with the guidelines of SANTE/11312/2021 v2026. The results
of the performance characteristic were within the acceptable criteria. Thus, this method
was suitable for determination of organochlorines, organophosphates and polychlorinated
biphenyls in raw cow’s milk by GC-MS/MS.

Keywords: method development and validation, organochlorine, organophosphate

polychlorinated biphenyl, raw cow’s milk, GC-MS/MS
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a13ngueesn1lunas3u (Organochlorine ; OCPs) Wuasialdunsizvingulvag
msihluldnuiivainuaneduarsseneudunidi danuafivsazareldtiosunuay
Au anunsoazagluludugaunselinasaninlaeniuiu a1s OCPs Janunguvan lau ngu
dichloro-diphenyl- trichloroethane (DDT) ansUsznaufiiesdes wu rhothane (DDD) uax

1
l

methoxychlor ng 3 chlorinated cyclodienes L% u aldrin, dieldrin wa g chlordane
nau hexachlorocyclohexanes (HCHs) 13u lindane Ussinealveiinigldans ocps Tugduuy
f1e (e TanUsrasdiivannvans Tul wa. 2546 seyin DOT danludssmalneadusnlud
. 2492 emuaulsamande 1l wa. 2496 DDT gnianldiiiemunudngindunds
usnuaznduiiinegnniiaenmdand wa. 2098 iiluldmuaunisundssuiavosinue
T1lwe vueud1d wavuuasegu Useinalnaineiinisldans OCPs agaunsvanglusening
WA, 2493 4 2533 uifarsshusasnguiignitsinduasinaldluilagtu uiansmnéises
ansnguifludanndeussannsonsianvegiialy ddlud agneufiu fu fiy & way uyud
(Kumthorn et al., 2006)

asngueasdnlunoais (Organophosphates ; OPPs) 1 uasUsznaudunidfisnn
Weanesa (P) \udiudseneu ’mzmmzmalﬁt,ﬁﬂﬁfaml,as%aawéhLﬁ'agﬂmm%fauga a9
avangldluiiursoueanesed uiazaradlifsandniesluh grdlumssuuasinainns
gudsnsvinureseuleiledueamelsa (cholinesterase) neluiilaid sUszamiasus i
sawfaiwdwiwwizmwLLazﬂa”mm'jya (Ramesh and Robin, 2024) @15 OPPs :ﬁﬂmauﬂ’ﬁ
maailifuvesmandwdomsedihmady anslunduil wu laraosiea w3eAAIR (dichlorvos
or DDVP) lmeg@iueu (diazinon) inanlnesu (malathion) Aaaslnsnes (chlorpyrifos) mlunes
(temephos) Wusu maduivluuywdifumsnguiiarlugudimsinuveseulefiaduieame
savhliiAneIN1s muscarinic Wsundu 1wy diaelva dinlva daane foads endeu
waenaufy vasnaNnanss Malawudi uazdumue (Gerald and Rika, 2025)

anslndnansiundalufida (Polychlorinated biphenyls ; PCBs) i uansusenaudunsd
lglasensueu fiflraeSuiduesdusenau (chlorinated hydrocarbon) #sUszneusienassu
faus 1 89 10 ezmewagluiswes biphenyl a3 PCBs iuasusenoundiduasgyifigminunld
agunsnarglugaavnssuiiee lnsemgldlunsndaniouvaslniuazdiuyssglain
desnfuasiifguandfduauiulwihia a1s pCBs dauautfazaretilédtosuards
azansldvesanilofiuiinuaaeiudiniu awnsnazangldluansazaisdund Uiy uas
sy aanedaein ans PCBs gnimduansiafignamnssunazasuafivinndnseniuiu
UszinnlanUdeslaglidadle a1s PCBs awnsaitngsimelagnismela nsiiu wasnisdurda
yafiavils ladngiunmevesiiidinarasavegluduiifudedoluiu fuduennsiiiiluiy
Iun us e 1o wasid ef el uunasavauans PCBs 7iddny (NsuAIUANNaT Y NS2NT9
NENENNSEITANAYA g B, 2551) 91NNTITe Wudwﬁqﬁ%%ﬁagﬂuvhﬂszfaflmﬁwazam
arsUszneumandludedonnduideny wudidususugaieluiildems fuiufed



seeruiludodovesuywdians PCBs lusziugsan 0.8559 me/kg (PietrzakFiecko et al.,
2004)

anssiuaas vud evluualeduinanmsldassuuasidanens meuendrame
yadlALY LU WEBU WU wias wasmsldansauuadiunen Wi uwiaeiy un a1ssinuuaiuwie
wwfigvdegldun (@adugunmdaiudeni, 2539) §ensfaansanddlutiualeduidy
Haymmaesinuansisaigy esnnsdndusiungnuilaadusgaunsuaelunn win wasilveg)
f\i’maumﬂﬁ’f’;mmﬁyﬁmamwmu WU FTNUNIATTINE UA UNYATHALDIMITHU YR
AENT5u15N19815U (The European Commission) hagAmznssun15iaLa ng (Codex
Alimentarious Commission) 3slfeenngszifouii iU inamsnnA1sgsaail sess uld
(Maximurn residue limits ; MRLs) w3 oA U3 annianstuil ougegaiiseusuld (Maximum limits ;
MLs) Tuua e saendesioguammussUsynnau famna 1

5199 1 A1 MRL @1snadal OCPs OPPs uay ML a1sngy PCBs lushogsuua

Compounds MRL/ML (mg/ke)
1nw.@ Codex® EU©
Aldrin and Dieldrin 0.006F 0.006F 0.006F
Unw. 9003-2568 Reg. (EU) No 839/2008
Hexachlorocyclohexane NA NA 0.01F
(HCH), alpha-isomer Reg. (EU) 2017/978
Hexachlorocyclohexane AIUNY NA 0.01F
(HCH), beta-isomer 1UNY. 9002-2568 Reg. (EU) 2017/978
Lindane (Gamma-isomer 0.001 0.001 0.01F
of hexachlorocyclohexane 4Ny, 9003-2568 Reg. (EU) 2017/978
(HCH)
Heptachlor 0.006F 0.006F 0.004F
(sum of heptachlor and uny. 9003-2568 Reg. (EU) No 149/2008
heptachlor epoxide
expressed as heptachlor)
DDT 0.02F 0.02F 0.04F
(sum of p,p’-DDT, o,p - 1NY. 9003-2568 Reg. (EU) 2023/163
DDT, p-p’-DDE and p,p -
TDE (DDD) expressed as
DDT)
Diazinon 0.02F 0.02 0.02F

uny. 9002-2568

Reg. (EU) No 834/2013




15197 1 (519)

Compounds MRL/ML (mg/kg)
1nw.@ Codex® EU©
Chlorpyrifos WINNY 0.02 0.01F
uny. 9002-2568 Reg. (EU) 2018/686
PCBs NA NA 0.04F
(Sum of non dioxin-like Reg. (EU) No 2023/915

PCBs is of PCB28, PCB52,
PCB101, PCB138, PCB153
and PCB180)

NNBLIAR

NA fia Not Available (lsififogausing)

(a) fio AsgIUAUAIINYAST (EinNUNATH LA INYISWAT SRR, 2568a, 2568b) Snws F Tiszyniumnds
EMRL vsnedia ansfwanénaiavanglalulesiu

(b) A ® Codex Maximum Residue Limits for Pesticides and Extraneous Maximum Residue Limits (Codex,
2024) F: The residue is fat soluble and MRLs for milk products.

(©) fip European Commission Regulation (The European Commission, 2008a, 2008b, 2013, 2017, 2018, 2023a,
2023b) F: The residue is fat soluble.

wanAmiuslavadnelddmsuulssunelulssmaromn Taglilugamnssuamdon
Funaiilsadeu msdwenidndariu nefinsdwensdasarivuvaieyin widwlnguan
nsdrdnsasuielddndundadasiussnndug udidieen dudndseendid @y W
uameudla wdTe Todse wedldanuy wasuudumniu Wudu wasdunisdsoonlud
UseimAlnaldes Wy Ay dewns aul.am siade delus uasiiautud (ravinaumuniuy
gsmaniaLnlAuLLasHARd naTuNe, 2564) UBNANN1TAeaN U INGUUTHNADUTEULA
U 2563 nsudadarilaveidanannndniniug (wskdnsdaeilerniy) lWdenssasginvasn
A8 (Office of Agricultural Affairs, Royal Thai Embassy, Tokyo, 2568) fafu i ownsys U
Unensdeniemniaza uasesa vewlevewr uslnanelulsuna vesf Ui msdninasiaaeu
AaunndudUadad lugrugnuisaui i YUl aveud 1un3nT19T1ATIE A AW
wazaulaend Bludud Waded Fudwiuauddglunsvauiazasvaeuruldlivens
Sinsngsiananaa OCPs OPPs uaw PCBs lurualaf udaeimatin GCMS/MS Tnensdnwnedsil 167
siatfumsWarnnssuumsatauasms Clean-up Iannseiassviansvieungulfndonudu (mutt-
residue analysis) Lt panszazalunsUf UA vuLazanu mansldarnad Wdunsiude
auannsn Tumssesdusegnel fuultudivgeduluewen fesnduismadenisnd vid
UszAvS nmdmSunaumAT T siRi meldEwhazanes unsSlut umeunmsarauazd unen
M3 clean up TnenA3 a3 Gel Permeation Chromatography (GPC) TutRinasgs nelvilieaadewriian
drnazaneluiinasnn Wunssuesdiadanelunsidn Snimsliesed THnamu Senedma
nseny AegummesiURoRmiluseren B ersinifauiuesldsunmeraeunals iy
WUIMY SANTE 11312/2021 v2026 (European Commission, 2026) bl 9nA@euANs LNz wed 3
i1V (speciicity) NANSENUAINMI NG (matrix effect) AU (accuracy) AT £ (precision)
W o UMY Ies Eurachem (2025) Tumsnaaeua Ll udunsa (inearity) vosnsm


https://www.facebook.com/OAATOKYO?__cft__%5b0%5d=AZUcEWYNItYOadtWBnaZagCdHZaZd7M8H-HquDHQJka-FYBrz_iYDvRSUdTKJpzLChPsJbNKWpNEYOPIz5yRqIoXlIcTYBvbw6zVK_IOi3FGN-NfMcZPpCgwZi-HjysQej5-Snnww8TaJpAsN0U6i6P8vuZ0oNSDAIPS_vW_TOrFzQ&__tn__=-UC%2CP-R

1AsFU (calibration curve) AT A g AT asnsansaanuls! (imit of detection ; LOD) A
s ﬂqmﬁmmiamﬁmmlﬁ (limit of quantitation ; LOQ) uaz19m 535k (working range) et
e rmudesiihsemvereulasaS a1 nunmenieni URMI uazilesesiumiidiuem
PN 12 T%NIMNAN (residue monitoring plan) egsiuszdvs el

gunsaluazdsng

1. gUnsaluaziniasile

FEETIATIZN GC-MS/MS (Triple Quadrupole) 848 Thermo scientific 3U TRACE 1310-
TSQ 8000 Evo tAdesdumissmnnzneu (centrifuge) in3oauguuass indesdedidnvsedngd
ANAZIBYA 3 Ui 1A esanUsunsansaratslaenisadenialulasiau (N-Evap)
Lﬂ'%"awagu‘fjuwaumsazma (vortex) thistle tube ez micropipette Y% 0.5-10, 10-100, 20-200,
100-1,000 pL tkge 500-5,000 L

2. @3ANULALEITNINTFIY
2.1 el
- 1159 AR A wn acetonitrile, magnesium sulfate (MgSQy), sodium sulfate (Na,SOy),
primary secondary amine (PSA) 1&g octadecylsilane (C18)
- 1037 residue analysis oA florisil AuIR 60-120 mesh Way iso-octane
2.2 #15ASFIUNTATEASN984 e Dr.Ehrenstorfer
- A138ANLUNITINNG Y OCPs F1UIU 13 ¥l wravylamuduty 20 pg/mL
Usenounie alpha-HCH, beta-HCH, lindane, heptachlor, aldrin, cis-heptachlor epoxide,
o,p’-DDE, p,p’-DDE, o,p’-DDD, dieldrin, o,p’-DDT, p,p’-DDD, p,p’-DDT avanely iso-octane
- AN3AEANENINTFIUNGN OPPs 97U 2 9ia wiavwlinadnududy 10 pg/ml
Usznaunay diazinon wag chlorpyrifos azanelu iso-octane
- A158¥aYUINTFIUNAY PCBs 91U 6 ¥ila wiazvilnanududy 10 pg/ml
Usenausie PCB 28, PCB 52, PCB 101, PCB 138, PCB 153 uay PCB 180 avanylu iso-octane
2.3 n'lslm?&ma'lsaza'mu'msg'm
2.3.1 Mixed intermediate standard solution AMUNTY 1 pg/mLI@EJ@j@ﬁﬁaza"lEJ
WIMIFIUNEN OCPs USHNS 500 pL ngy OPPs uagngs PCBs Usunsedsae 1 mL saufiuas Tu
volumetric flask v11@ 10 mL Usudsanmstildu 10 mL e iso-octane
2.3.2 Mixed intermediate standard solution AuUagY 100 pig/L I@a@mmimma
WMIFIUNEN OCPs USU1ms 50 pL Nasl OPPs wagngal PCBs UTinnsatdae 100 L sauiuadly
volumetric flask v11@ 10 mL Usudsanestildu 10 mL e iso-octane
2.3.3 Standard in solvent calibration (SSC) L@%EJﬁ,Jﬂi’W\Immgmﬁigﬁummﬁm%u
0.5, 1, 5, 10, 25, 50 pg/L tay 100 pg/L Tuasazany iso-octane AR 2



2.3.4 Matrix matched calibration (MMC) L@%ﬂﬂﬂi’]?\lu’l(fliﬁ’]uﬁ%GTUWJ’]@JLSLT UUU
0.5,1, 5,10, 25, 50 pg/L whag 100 pg/L iuaﬂiﬂﬂﬂ sample blank Aunseil 2 Tnewas ey
sample blank aiASn1sanaLag clean up Biwnnzaumunnd 1

n19 'Nﬁ 2 N196M3 83 standard in solvent calibration (SSC) wag matrix matched calibration

(MMQO)

Conc. Mixed intermediate SSC MMC
(Me/L) standard solution iso-octane sample blank

Conc. (ug/L)  Volume (uL) (bL) (bL)

0.5 100 5 995 995

1 100 10 990 990

5 100 50 950 950

10 1,000 10 990 990

25 1,000 25 975 975

50 1,000 50 950 950

100 1,000 100 900 900

3. N13ATIAIATILIEIAIE GC-MS/MS

an13ENFIATIEAISNGL OCPs 313U 13 ¥ila a@1sngu OPPs 9113 2 ¥llauazans
naw PCBs 9117w 6 wlndeiados GC-MS/MS Alflumsiiareitiduanmufentunsiienei
ansngal OCPs OPPs uaw PCBs luninaled s Jagumumanddl 3 ndunsiaiauiuadagld

MRM mode faLanatumsien 4

A9 3 ANMTMIIATETVBUAT DI GCIMS/MS

Parameters

a a 4
FYALLDYA/ANITNITIATIEN

GC column

Jianaz flow rate Y99 carrier gas

JiALaE injection port temperature

Oven temperature

Injection mode

Injection volume

lon source / temperature
lon trap temperature

Transfer line temperature

DB-5MS Ul i stationary phase W 5% phenyl 95%
dimethyl arylene siloxanevua 0.25 mm. id., 30 m.

film thickness 0.25 pym. wag guard column 5 m.

Helium (He), UHP Grade, constant flow 1.0

mL/min
PTV / 290 °C

70 °C (hold 1.0 min), rate 15 °C / min to 300 °C
(hold 5.0 min)
Splitless

1 uL
El /250 °C
180 °C

290 °C




A151971 4 A1 Mass transition Yesensnay OCPs OPPs Wa PCBs MInsaa i zvisng GC-MS/MS

Compounds RT Transition 1 Transition 2 Transition 3
Quantifier CE Qualifierl CE Qualifier2 CE
(m/z) (V) (m/z) (V) (m/z) (V)
alpha-HCH 8.49  218.9>182.9 5 218.9>180.9 5 182.9>147 15
beta-HCH 8.85  218.9>1829 5 218.9>180.9 5 182.9>147 15
gamma-HCH (Lindane) 898  218.9>182.9 5 218.9>180.9 5 182.9>147 15
Diazinon 9.01 137.1>84.1 12 137.1>54.1 20 179.1>121.5 26
PCB 28 9.78  258>186 22 186>151.1 20 186>150.1 30
Heptachlor 10.00 271.8>236.8 15 236.9>142.9 25 236.9>118.9 25
PCB 52 10.23  291.9>221.9 25 291.9>219.9 25 220>150 35
Chlorpyrifos 10.36  313.9>257.9 12 196.7>107 36 196.7>168.9 12
Aldrin 10.51  262.9>192.9 30 262.9>190.9 30 292.9>258 10
ds-Heptachlor epoxide 11.02  352.9>262.8 15 352.9>281.9 15 236.8>142.9 25
o,p'-DDE 11.31  246>176 30 318>246 15 318>248 15
PCB 101 11.37  325.9>253.9 25 325.9>255.9 25 254>184 30
p,p'-DDE 11.72  318>248 20 318>246 20 246>176.1 30
o,p'-DDD 11.82  235>165.1 20 235>199.1 15 235>200.1 10
Dieldrin 11.87  276.9>241 10 276.9>172 a0 276.9>205.9 10
p,p'-DDD 1232 235>165.1 20 235>199.1 15 235>200.1 10
o,p-DDT 1232 235>165.1 20 235>199.1 15 235>200.1 10
PCB 153 12.43  359.9>289.8 25 359.8>287.9 25 289.9>219.9 30
p,p-DDT 1276  235>165.1 20 235>199.1 10 235>200 10
PCB 138 12.78  359.9>289.8 25 289.9>219.9 30 289.9>217.9 30
PCB 180 13.59  395.8>323.8 30 395.8>325.8 30 323.9>253.8 35

4. MTRAUIITNATIZH
4.1 fin98191azN1SAIUAIDEN
Fregneifldlumsianidinssiuarnsvaeuauldldveisae fetaiuy
Tadu Tneundsfisnvessegne Wuiedrsialafvitdmegeuaisandnslufionssuunudh
sedsansandnel 2568 derinumsmaaousiemaila GPC InlinunsnnA1aansngs OCPs
OPPs waz PCBs lngiiusnwndetaliii 0 - 4 °C
4.2 NM5ANEIUIZANSAINVDINITENALAZATS clean up AIDE19
WanASamssinisatauazns clean up fegns Tnsmsihdegrainalafu
Fadusegne sample blank @ 4.1) wvindu spiked sampl le TngLAna1suInIgIUNGY
OCPs OPPs uaw PCBs uiazydalriaULINTy 10 pg/ks annfieg1uagyiinig clean up
PRI m:um'wm 1 Tagyin1simsIzRnitay 3 Gm (n=3) A533TAa15A28ALA GC-MS/MS
Iﬂam JUNANSNAEBURTN SSC hay MMC AU Wil Lmauhmma 2.3.3 INanNISILATIZH
We 3 ’JﬁiJ’]L‘lJiEJ“UWlEJUﬂu [GELERRGREGEREY £A1SNSUAULRA Y (%mean recovery, %MR)
way mwmwummmuamwm (%RSD) Wlal#33n15arauay clean up Mwunzay Sevh
nsasavaeuAIUldlaveitinszvineld



( mmﬁ’wéfweﬁw)

{

Yuula@v 1.00 g + 0.010 iNaAsIATHIU
OCPs, OPPs wag PCBs (spiked sample) &
AULTNTU 10 pg/kg

‘ ¢ i1l acetonitrile 10 mL

181 300 SoU/Ui
10 w1

angarsazatvadulaadlu
centrifuge tube wana#n i Na,S0, 0.4 g

‘ ——————— 1981 300 59U/UT1
centrifuge 10,000 saU/ui 3um
Qaungi -20 °C, 15 UM

4

[ nadauUszansan )

| 115 clean up fMvge )

{

'
adda

389 1 35N 2 387
¢ +

v

3

wansanadulaniioamgiduas

wansanaalaniigamgl
lunaen centrifuge tube wanagin
activated florisil 5 g tasy

uaslunasn centrifuge
tube Wan@AN vuIM 50 mL
7% PSA 250 mg, C18 250 mg
wag MgS0O, 250 mg activated florisil 100 mg

UM 50 mL7AH PSA 250 mg C18
250 mg, MgSO, 250 mg Lag Na,S0,0.5¢g agjﬁ’muu

| I rinse A2
acetonitrile 5 mL

4

181 300 58U/UN¥I
3u1i STV Qaumngll
laiifiu 40 °C

4

centrifuge 10,000 sou/unii
-20°C, 15w
nsesANsazAYANRAIY
syringe membrane nylon
FENUUIAY QaUNQH
Taiviu 40 °C

USuusuasidu 1 mL
78 iso-octane

v

AATIEIRY
GC-MS/MS

AN 1 TupounNIANYIUIEENSNINYBINITANALAZNIS clean up FBEN

wansanadulaniigamgd
uadlulu thistle tube il
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5. nM3snsdauANANUlYlAUe95 ARSI
5.1 AMUINNIZVRIID AT (specificity)

NAADU reagent blank, sample blank wag spiked sample Tusheghainaladuay
33Tt U Tnes spiked sample WALENTUIMIEIUNGYN OCPs OPPs Lag PCBs 41Uy
21 ¥iln wiazalamuduty 50 peke Weufu SSC ATty 50 pg/L wilensaadeu
doyeyIsunIU Imaﬁmsmmﬂﬁﬂsuaqmsﬁﬂsmgiu reagent blank kag sample blank Aol
WUNANS DO MUNATIA AT RT Loy mmama‘diu (m/2) TnalAesAv standard Aosdldayeye
signal-to-noise ratio (S/N) Waeni1 3 d@u spiked sample A9l RT uanmA1931n standard Tl
AU +0.1 W7 wagdlA m/z A39U standard wagdlAn ion ratio wan@19a1n SSC LAy 30% fio
171780 A1UTUNIZUTIAINAITIUNIU AILLnedsl SANTE 11312/2021 v2026 (European
Commission, 2026)

5.2 ﬂ'mwf]mé’ume%aenmﬂu'}mg'm (Linearity of calibration curve) wagnanszny
AMNWVIING (matrix effect)

a519n 3 M 351U (calibration curve) 5EMINAMUUNTY (WD x) U peak area
(W y) BnansazaneanasgIu SCC uay MMC anaidadiu 0.5 - 100 pg/L mumsnail 2 Wiedes
GC-MS/MS Aipsnzsisziuas 3 91 (n=3) Ine FunasnanduUszans msdadula (coefficient of
determination, ) snaudia1 2 LdsIn31 0.990 (US. Food and Drug Administration, 2023)
nuthen slope (m) V84 calibration curve INALNTT y = mx + ¢ WA2IAT slope B9 SSC
waz MMC anA1uIauAn %matrix effect (%ME) (Kwon et al., 2012) thausia %ME Aasiaenin
+20 ANULNELI SANTE 11312/2021 v2026 (European Commission, 2026) Iﬂamqmmimmm
Al

(slope MMC - slope SSC)
slope SSC

%ME = x 100

5.3 nadauArMudutiuigaiaunsansaanuld (limit of detection, LOD)
LLazm'mLsi’iu%'w?ﬂqmﬁammmﬂ‘%mmlﬁ (limit of quantitation, LOQ)
yadauA1 LOD 1 10 91 (1=10) Tnewfuansunasgiuananga OCPs OPPs uay
PCBs 21 %iin aslu spiked sample fiaadudu 0.5 pg/ke nawid LOD Ao S/N 11nnimse
WinAU 3 (U.S. Food and Drug Administration, 2023) tagnaaauan LOQ 311U 10 %1 (n=10)
TneiAuansimsguasngs OCPs OPPs uag PCBs 21 wila aslu spiked sample fimnuidady
1 pg/kg tNeugiAn LOQ Aa %MR fotagluyae 70-120% wag %RSD daslaiiiu 20 muinaue
SANTE 11312/2021 v2026 (European Commission, 2026) A1 uneui a3 1as1ew i la e
Fuan
5.4 NAEDUAMNUNU (accuracy) wazAULTIES (precision)
PIGEREN] Splked sample il Lmumimm%mﬂam OCPs OPPs wag PCBs 21 wil#
maam’nmmmmummwsmwumimum (repeatability) eifiszduenandudu 1L0Q) 5, 10,
25, 50 Wwaw 100 pigkg ududuas 5 81 (n=5) wiaggpruutuneseueluTufeiuLay
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AAATIAAEITU IgnaEiiiansanAInNALLILAD %MR foteglugie 70 120% wasAn
A B uUNSNIUE LA A e %RSD, daslaliiu 20% suinasst SANTE 11312/2021 v2026
(European Commission, 2026) wag3asew spiked sample 113 6 Aududunad s iy
3 1 9 Tngdnsesisngu ez emesiifleUssdiuanuuiuayanudissuuumsvingi s
(within - laboratory reproducibility) I@aﬁw%’amuamimaauﬁiﬁﬁu’a 2 9 (n=10) 1A %MR
Wae %RSDus W8N BENTU %MR Aatagluyaa 70-120% uay %RSD.s Aadkitiy 20% n1u
Wneut SANTE 11312/2021 v2026 (European Commission, 2026)
5.5 nagauANUTUEUATIY89Y29n15IATIEA (Working range)

Anwrnududunssned19in1s3iaszi lnen1siiuasuinsgiu OCPs OPPs
wa PCBs 21 wialuialanu Asssuanudadu 1L0Q), 5, 10, 25, 50 uay 100 pg/ke afamy
Tuneuisiinmeidldianndu Tiemeissduay 391 (n = 3) ad1ensvhnesgusErineea
duduresansiifuadhuieg et uanunduduresansiiasiany fuamnaduussdns nns
sedula wnawien 2 ladsng 0.990 (U.S. Food and Drug Administration, 2023)

Nawazlased

NANTINAUNISINATIZH

nnsafnanIngs OCPs OPPs way PCBs lusagrsuiuslafulagld acetonitrile 1ush
¥azanesuiy NasO, wu Inendsaniiia acetonitrile USums 10 mL asly centrifuge
tube wanaRnuuin 50 mL fidfegaiiunlafivey 1 ¢ wazingideind onvglngld
ATILEY 300 SUdBUT WL 15 unittu dusesduiadudeunnegduaiswes centrifuge
tube iea1nanuansalunisazatsveslusiuaziudsuuladllanmsifvarsanagneu
WU fviazatedunsgvsondeasluaisazateiieg udwhlilusiunneznoulaenisivel
vizothuwies (Burgess, 2009) Swilsiiesionisansansanauas acetonitrile lUs centrifuge
tube 15l Na,SOq agi%uﬁumsammm%wmsfl,umﬁ%’ml,az@m%’uﬁw (Bennett et al., 1997)
warn3thly centrifuge siafiamis 10,000 soudpLT gaumadl -20 °C 1aan 15 witdy
Hutumeu Freezing-out iielilusiungffunazusneonunainaisate (a1 uazass,
2565) wAn13818a13aTANEI91INT uRoU Freezing-out U clean up #2857 1 357 2
(centrifuge tube) uwa¥dsd 3 (thistle tube) udaiflathuundnlusogaiuulafuduun iy
ansanald esnguvnivesmsatinargeludntondoh centrifuge tube pananniedes
centrifuge figamaiilunistiumiss -20 °C Frfuisesiumarsataegmnsmdsnieen
9NA384 centrifuge Lﬁ@lﬂﬁlmﬁuﬁLﬂu%uLL%qa&Jéauéﬁwaawaam centrifuge tube WaT@FN
azargUunnivatsanale eﬁalﬂﬁuiuumﬁﬁadﬂLﬁuﬁﬁgmﬁﬁmﬁm%’umﬁmeﬁﬂajm OCPs
OPPs way PCBs lushogaiualafiudemain GC-MS/MS §1n13 clean up @nsarasiaeens
Liasnsamdalutulddne WednansadaiillustulsUusgid1a3os GC-MS/MS azdana
nszyulvidineuenaieafiaidenanimir mnulhlunsnsata (sensitivity) anad 91013
T uvesmeduiiduas (Hajslova and Zrostlikova ,2003) fetuduneunis clean up fegns

vy
f v A a

A @ o w A o aaa = = a
ﬂ@Lﬂumu@@uaqﬂwaﬂqﬂENI‘L!ﬂ']sW@JU'TJ SUATITNATIU IINATUTIUNGUUTLENTNINAT
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Qdd Qdd

199n13 clean up mﬁaﬂmvu’maﬁw 1337 2 uav3adt 3 lngvadouiay 3 91 (n=3) Ay
AT 2 WUdIns clean up Fe3ET 1 dlethunsemeuiadieries N-Evap udaiiuszdnsam
Tunsidalusiudesiiannseillusiumd seyUinasniign asaiaainns cean up fae
339 1 3eldldhludinesdnesens ea GCMSMS iseluuilimdoduiodussuniu
(interference) Tun3ns1adas GC-MS/MS Fuduarsiifiqnitongs uasdunniinluanaun
dleandinses GC-MS/MS azlUazaud liner, Inlet %38 GC column ¥lsiAinn1T carbonize
luﬁ'Lﬂumwm"'} Ju active sites s‘szvlﬂmmsﬁ’uaﬂﬁl,ﬂiﬂvﬁdwalﬁ sensitivity Lay %
recovery #as (Ucdi, 2023) d3uns clean up_ A5 2 fanaillasiumdesguitiinaiesnin
3391 1 1flesaniinisld activated florisil Wi 100 mg e?mnalwﬂsuamﬁnwwiuﬂwsﬂwam
st dunns clean up Fe357 3 TuRld thistle tube VI‘UiifngJ activated florisil Us3neu 5
g uagdl NaS0, 05 ¢ agjé’wuuuﬁﬂizam%mwiumsﬁw%’ﬂlmﬁulﬁﬁﬁqm dowindloszimeuieg
P30 N-Evap udlsianansadanaldindluiumdesgogrsdaaunansin florsil fuszdvsam
awsultlunis clean up @1sINA1SAINENLLIAY (pesticide residues) Waz@1s PCBs 99n21n
ﬁaa*&mﬁﬁlmﬁuqqmiw florisil floa3AAFUUTELAN magnesium silicate srulutud udu
Tuanafifidruunansdsgeld Tnglufuasgnandulifiuina active sites vas florisil dauansi
é]’aqms‘iLﬂiwzﬁﬁuﬁ%’;ﬁaaﬂ’j'ﬂmﬁu%gmfz (elute) ponIsresvhazaefiiirundudasigs
UIuNa WU acetonitrile (U.S. EPA, 2007) 3atidmeg19a1nms clean up #8337 2 wag 3 an
USulsmslu 1 mlL ée iso-octane wathluAmseidienies GCMS/MS Tnefieuranis
PTIEUTENIN SSC ez MMC ssld

o a a o L (%
Ad 2 Uszansanlunismdaludiundinis clean up

13 clean up #8337 1 uardsh 2 WuAsHie avanuarsinss Tng PSA uay C18
Husgriuiifesldruegraunivarglunszuiumsmiousiedns Tnslamzimaia dispersive
solid phase extraction (d-SPE) 984 QUEChERS Tae PSA fluiiiilurdnnsalusiu nsadunss
waziing du C18 Suhfirdnansuudoudilufithosnainansadinsnogns (Theurillat et al.,
2021) usi PSA uaz C18 (uansgaduiifisiangs fausiin3si 2 axiinisidin activated florisil
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dsntelumsdulutusefinm widedlussmeuiudssniluiumdesy dawns clean
up 337 3 Judsfiuszudamsae florisil Ui 5 ¢ ﬁi%’ﬁ'ué’qz‘]mmﬁgﬂﬂ’h PSA tiaz C18 u#
9198ANg 98NN TIEA 09UTT9a5891U column AlEuA"T clean up Los L pa91nlaidl
florisil SPE U3ueu 5 ¢ wuudnsagudnuieg wazideiFsuiieunismdalutiluiulaiy
munndt 2 357 3 fedridnlusiuldAian

NANTIATIIERENT clean up 8337 2 WiaiFeuifisunasewing SSC wag MMC
1571 315wl AN %MR og/Tuv 29 70.49-87.93% uaz 74.26-89.91%, %RSD flutiaa
2.21-15.53% W@z 3.06-16.54% WavHanITHATIEHN5 clean up 8337 3 WewTeuiiiay
HATENIN9 SSC iy MMC 1A %MR og/lutas 77.35-94.21% wae 80.48-99.59%, %RSD og/lutia
2.82-14.31% wae 1.78-14.93% Fauandlun1snedl 5 %’;amamﬁmeﬁﬁgaaaﬁ%ﬁmagﬂummsﬁﬁ
gauSUNANTT IR e TS suiauRy MMC a¢liiAn %MR wag %RSD Aifindn SSC Hlesan
ANNINAANANTENUANANTIUNMULUAIES (matrix effect) T9og9liUszaVEAN MULUINITDS
Food and Drug Administration (FDA) latugiinin msiw3eu calibration curve masiwssulaenis
Fuansanassuadlusyndinedns emniFsuniuanumiEng venninsld MMC ang
dwsumsieseriUsinaasluseruiinnunng savlilenan1svaaeudiuugr (Ozcan et al,
2024)

[V

5Amsesiansmndnengy OCPs OPPs wag PCBs Tutuulafuiiwamtumnadsis
Fumounsanauazns clean up MI1n3138 GPC uaziinislddvhararedunidusunmsi
foanin \lesanmailn GPC Fosldfvhazaedunidusumsunnludunaunis clean up
(Zheng et al., 2014) 75n1% clean up A2y activated florisil USunew 5 g tazdl Na,SO; 0.5 g
HuitmadondnisnileiifiuseavEaim annsaiiasiesiansnga OCPs OPPs Wag PCBs 523
21 yfinlandoutulunsiniies (multiresidue analysis) §99sanszeziaanlunsiasisn
wazanUuunsldansiaiiasegreildeddny H3dedudennis clean up 3391 3 fidna %MR
AFniuazdnuzueiieg Wik uNT clean up fUszAnsamlumsmidaluiuldffianly
ps1vdeunNldlauesitiinsginelu dwmsuars p,p'-DDD wag o,p-DDT Lﬁaqmﬂms@jﬁﬁ
m/z wileufuil RT sennanfediu uazfuaseyiusues DOT 7y isomer fu msduin
%MR waw %RSD 3935 2 wialisneiy
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A135°97 5 %MR wag %RSD N1 clean up AIBI5Y 2 Lay 359 3
i 2 (n=3) i 3 (n=3)
Fortified

Compounds (ug/ke) SSC MMC SSC MMC

%MR %RSD %MR %RSD %MR %RSD 9%MR %RSD
alpha-HCH 10 78.89 8.07 80.80 5.72 91.33 10.78 92.74 5.66
beta-HCH 10 78.31 9.28 75.53 3.06 78.09 2.82 99.59 1.78
Lindane 10 75.24 15.53 75.57 7.35 79.50 8.22 88.34 11.35
Heptachlor 10 79.23  11.27 77.69 5.35 79.09 8.96 80.48 10.79
Aldrin 10 82.09 5.49 78.41 394 92.36 5.42 89.80 10.22
cis-Heptachlor epoxide 10 80.65 9.99 78.24 6.71 85.40 12.25 88.12 12.53
o,p'-DDE 10 78.61 14.08 83.67 11.46 85.08 11.05 95.99 3.93
p,p-DDE 10 85.53  11.25 83.43 16.54  81.67 2.90 88.07 13.83
o,p'-DDD 10 80.49 2.21 85.83 7.16 89.58 14.31 84.50 9.24
Dieldrin 10 73.27 9.07 74.26 4.44 81.16 6.07 83.18 3.73
o,p'-DDT+p,p'-DDD 20 77.98 7.29 84.30 7.38 94.21 5.39 84.22 12.47
p,p-DDT 10 80.09 6.85 84.12 16.04 91.25 4.23 92.24 4.41
PCB 28 10 81.09 6.89 89.91 8.38 78.94 8.34 88.66 3.03
PCB 52 10 85.87 6.87 84.73 6.80 79.54 7.52 89.82 3.73
PCB 101 10 83.15 4.54 85.87 13.23 93.47 4.28 94.81 14.25
PCB 138 10 76.63 3.66 85.68 8.93 80.58 7.70 98.41 14.93
PCB 153 10 83.70 7.38 86.59 6.37 90.96 6.72 96.75 8.59
PCB 180 10 87.93 5.58 81.34 3.81 83.61 1254 99.45 9.02
Diazinon 10 70.49 10.50 86.57 4.98 89.49 6.11 92.75 6.40
Chlorpyrifos 10 71.54 3.41 84.58 6.84 7735 11.66 93.83 3.06

NaN15n523adaUANNTYlAva9S AT
1. NANISNAFDUAIUINN

NNTNAFDU reagent blank way sample blank asralinuiiavresanssunIund

A7 RT waz m/z asanielnatAgsiu SSC dau spiked sample 7LANAITUINTFIUNGN OCPs
OPPs Wwag PCBs 9149 21 ¥l Anuduty 50 pgkg A1 RT +1itAiu 0.1 min wag m/z 59U
SSC & wandlunInd 3 wanadn3aIAT18vansngu OCPs OPPs wag PCBs HU51A91NaN3
aaa ° 1 , , d' a o =
FUNIULAITUANT NI 8nLIU 0,p'-DDT+p,p-DDD Nia1seanluiaaedfiu wazd m/z

WUy
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3 1359
/| [[1200 WYV 1390
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TIC MS MSTD_S0ppb-1

RT 849 RT 1000 RT 1023 RT 1036 RT 1137 RT 1182 RT 1243 RT 1359

11
alpha-HCH gl’n{g‘" Heptachlor PCB52  Chlorpyrifos cis-Heptachlor epoxide  PCB 101 0,p-DDD PCB 153 PCB 180

100

RT 1278
PCB 138

RT 978 R 1131 RT 117:
PCB 28 RT 1061 o.p-DDE p.p-0D
Aldrin

RT 1232
0,p-DDTpp OO

0 RT 898
Lindane RT. 1187
Dieldrin

Relative Abundance

90 95 100 105 1.0 ns 120 125 130 135

as
(c) SsC e

TIC M$ SPK_50ppb-1

RT 850 RT901 proze  RU1000 RT 103 RT 11.02 RTN87  RT 1182 RY 1243 RT: 1360
100. Meha-HCH Diazinon PCB 28 MHoptachior Chloepyriton csHeptachior apoxide  PCB 101 0000 PCB 18) PC8 180
‘ 4 ‘a'orf R 1278
W W 1023 o AT 2322 PCB 13
{ PCB R 0p-00Tp 000
L RT 898 RT 1131
000
[oj o RT 1051 E RT 1276
A R 1187 00T
1 Diskdrin

Retatrve Abundance

| RT 888
DAt HOH

404

N+

2

u Y T T T T T
90 92 94 96 98 100 102 104 106 108 10 M2 M4 M6 NE 120 122 124 126 128 10 132 134 106

(d) s;:;ikeb::l sgmple Tins (i)

104
0k e T po ey T .u—

i 3 Total chromatograms (TIC) ¥4 (a) reagent blank, (b) sample blank
() SCC AT 50 pg/L, d) spiked sample AILTUTU 50 pg/ke
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2. ANuUUEURTIUINTMANASIULASHANTIVIURNUYISNYG

NTMNASFINENINGN OCPs OPPs waiw PCBs 21 wiin wuy SSC way MMC Hanandu
dunssaglurasmududu 0.5-100 ng/mL fie 2 11nn1 0.990 yans samsedt 6 uagiile
1A slope 994 SSC wag MMC U1ATUINAT %ME wuddi AR aust -10.38% (chlorpyrifos)
§14-43.32% (0,p-DDD) Toefiifies 5 ansfisien %ME foenin £20% A heptachlor, aldrin,
Hept.epoxide, PCB 180 waz chlorpyrifos sfawu 3adadld nssawenanssnuainams nd
AaTIaNTIEIAsgIuiuY MMC lunisasivaeuanuldlnvedinely dnvazvaansiil
U1MTFIUNUY SSC uar MMC A %ME 111131 £20% (alpha-HCH) wagifosndn +20%
(aldrin) fan1wdi 4

M13197 6 Calibration curve 1 r* 483 SSC kag MMC MIAATIERE1INEL OCPs OPPs uay

PCBs Tutiuulafu

Compounds SSC MMC %ME
calibration curve r calibration curve r’

alpha-HCH y = 6025.5x + 1466 0.9990 y =4485x + 1449.5 0.9976  -25.57
beta-HCH y = 4049.2x - 2305.8 0.9965 y=2746.7x + 1081 0.9985  -32.17
Lindane y = 13573x + 112.38 0.9920 y=10377x + 5749.7 0.9971  -23.55
Heptachlor y = 22964x + 8126.1 0.9960 y = 18848x - 4049.7 0.9940 -17.92
Aldrin y = 5054.1x + 3456 0.9938 y=4413.3x + 194.95 0.9976  -12.68
dis-Heptachlor epoxide  y = 3992.2x + 2293.1 0.9987 y =3380.5x - 1510.1 0.9991 -15.32
o,p'-DDE y = 10912x - 2088.3 0.9942 y =7810.2x + 2560 0.9968  -28.43
p,p-DDE y = 14026x + 6791.6 0.9933 y =9880.6x + 3149.9 0.9983  -29.56
o,p'-DDD y = 25565x - 3774.9 09946 y=14491x + 3438.5 0.998 -43.32
Dieldrin y = 1133.6x + 1162.1 0.9947 y =795.82x + 49.986 0.9988  -29.80
o,p-DDT+p,p-DDD y = 41658x + 1728.6 0.9963 y=25561x +4922.4 0.9975 -38.64
p,p-DDT y = 12462x - 11800 0.9956 y = 7583.2x - 241.68 0.9941  -39.15
PCB 28 y =21467x - 9110.2 0.9969 y = 15094x + 4586 0.9984  -29.69
PCB 101 y = 16220x - 3184.8 0.9964 y=10987x + 553.49 0.9981  -32.26
PCB 138 y =9439.2x - 2166 0.9940 y =5409.2x + 2251 0.9958  -42.69
PCB 153 y = 12957x - 9642.7 0.9970 y=9511.1x - 3392.7 0.9953  -26.59
PCB 180 y = 9106.4x - 2034.2 0.9980 y =7497.5x - 2556.5 0.9956  -17.67
Diazinon y = 8667.1x - 322.39 0.9961 y=6841.6x + 3829.7 0.9982  -21.06
Chlorpyrifos y = 12554x - 3227.2 0.9949 y=11251x + 484.44 0.9994  -10.38
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alpha - HCH aldrin
700000.00 600000.00

4 55C; y = 6025.5x + 1466 R? = 0.999

455C;y=5054.1x + 3456 R*= 0.9938

600000.00 - 500000.00 |

MMC ; y = 4485x + 1449.5 R? = 0.9976 MMC ; y = 4413 3x + 194.95 R? = 0.9976

500000.00 -
400000.00

400000.00 | T
< 300000.00

Area

300000.00 -

200000.00
200000.00 -

100000.00 | 100000.00 |

0.00 * ‘ ‘ ‘ ‘ ‘ 0.00 4 : : ‘ ‘ .
0.00 2000 40.00  60.00  80.00  100.00 0.00 2000 4000 6000  80.00  100.00
Conc. (pg/L) Conc. (ug/L)

(a) (b)

Al 4 NIINUINIZIU VB9 SSC ag MMC w9983 (a) alpha-HCH wag (b) aldrin

3.4aN1sNAGBUAT LOD wag LOQ

HAN1INAADUA 1 LOD @15na 8 OCPs OPPs Uag PCBs 21 ¥iln fanududu 05 ugrke
on i uNasI 0,p-DDT WaY p,p-DDD AT uT U2 1.0 pe/ke nuan SlAn S/N i aud
50.6 (dieldrin) - 473.56 (heptachlor) ?fﬂas'iuLﬂmSﬁaau%’Uwﬂaﬁi FUANTNT 7 NANSVINERU
A1 LOQ wmmmw 1.0 pg/kg YN UNATIN 0,0-DDT wag p,p-DDD AT LT UTIN 2.0 pg/ke
dusuan %MR uuwmmmmm 78.59 (dieldrin) - 95.91 (lindane wa diazinon) asﬂummem
MsseuSUTiYaa 70-120% nmjummi @1uAT %RSD dAtlaunii 20% ‘vlmjummi AUANIaT 7
waneiTis AT ldWmuTLEia LOD way LOQ wesansndu OCPs OPPs uaw PCBs finau
Wudh 0.5 uag 1.0 pg/kg dans o,p-DDT+p,p-DDD JA1 LOD uaz LOQ fiannandudu 1.0
waz 2.0 pe/ke MUy 91 LOQ fennulufiseneaiunsansiatalasiniiniewinfu
A1 MRL Gadannd aaiuLnasi SANTE 11312/2021 v2026 (European Commission, 2026)
Afvuainas LOQ 1ideayiiiuvdedesnina MRL 1y AN3NAT§1U89L1ATHIUA LAY
NEATLAYDINITWIIYIR way Codex An1MUAR1 MRL 984 lindane 137 0.001 me/ke
(1 pg/ke) AUANTOY 9 tuilen LOQ #nd1 MRL nﬂaﬂsmmmiwﬁ 1

M1319% 7 A1 LOD Wag LOQ 1a9n15aAsIenansngu OCPs OPPs waw PCBs Tuihuuladu

Compounds LOD LOQ
(n=10) (n=10)

spiked conc. S/N spiked conc. %MR RSD
(ug/ke) (mean) (ug/ke) (mean) (%)
alpha-HCH 0.5 168.59 1 95.62 12.36
beta-HCH 0.5 95.35 1 87.88 11.81
Lindane 0.5 96.96 1 95.91 7.71
Heptachlor 0.5 473.56 1 92.06 9.12
Aldrin 0.5 69.77 1 92.89 10.86
cis-Heptachlor epoxide 0.5 184.65 1 83.49 9.24
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A1519% 7 (519)

Compounds LOD LOQ
(n=10) (n=10)

spiked conc. S/N spiked conc. %MR RSD
(bg/ke) (mean) (ug/ke) (mean) (%)
o,p'-DDE 0.5 249.54 1 89.14 11.81
p,p'-DDE 0.5 299.24 1 95.62 8.49
o,p-DDD 0.5 141.10 1 85.81 8.88
Dieldrin 0.5 50.06 1 78.59 10.90
o,p-DDT+p,p'-DDD 1.0 142.94 2 95.72 9.76
p,p-DDT 0.5 193.09 1 89.89 16.37
PCB 28 0.5 370.42 1 81.99 7.63
PCB 52 0.5 346.37 1 92.39 6.05
PCB 101 0.5 71.27 1 94.31 9.77
PCB 138 0.5 166.24 1 92.02 12.13
PCB 153 0.5 182.79 1 90.86 10.57
PCB 180 0.5 222.12 1 88.21 6.20
Diazinon 0.5 239.94 1 95.91 12.36
Chlorpyrifos 0.5 62.14 1 84.45 12.11

4. HANNTNAFBUANNLAIULAZADIALTEY
HAMINAGBUAIAIUYBIENINGL OCPs OPPs gy PCBs Wud1 %MR ogfluaiaa 70-120%
VNS UaEMIVIRAUAT I B SYILE I uasuuUTh RIS U 96RSD, uay %RSD,: SlAniio
i 20% NEnsLNT 8 Tseeflunnusiveniy FaATlinssiansngu OCPs OPPs way PCBs
dfleuusunezaudisadulununast SANTE 11312/2021 v2026 (European Cormission,
2026)

9197 8 9%MR, %RSD, W %RSD, MFUATIZViENTNGY OCPs OPPs Uay PCBs luthualaiu

Compounds  Spiked Accuracy (%MR) / Repeatability (%RSD;,) Accuracy (%MR) / Within-laboratory

conc. Day 1 (n=5) Day 2 (n=5) Reproducibility (%RSDus )
(ug/kg) (n=10)
%MR %RSD, %MR %RSD, %MR %RSDwr
alpha-HCH 1(LOQ) 94.94 8.49 86.84 4.73 90.89 8.13
5 95.27 3.93 89.13 7.05 92.20 6.35
10 84.65 13.77 86.20 11.88 85.42 12.15
25 90.73 6.66 93.31 6.23 92.02 6.25
50 90.19 8.81 95.26 2.66 92.73 6.66

100 80.01 6.53 96.47 3.81 88.24 10.95
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A15197 8 (1D)

Compounds  Spiked  Accuracy (%MR) / Repeatability (%RSD;) Accuracy (%MR) / Within-laboratory

conc. Day 1 (n=5) Day 2 (n=5) Reproducibility (%RSDus )
(pg/ke) (n=10)
%MR %RSD, %MR %RSD, %MR %RSD,

beta-HCH 1(LOQ) 82.42 7.13 96.30 15.51 89.36 14.51
5 86.30 13.23 93.05 4.84 89.68 9.95
10 83.53 9.36 96.48 8.81 90.00 11.43

25 81.27 6.28 86.85 10.00 84.06 8.72

50 92.11 5.80 94.82 8.59 93.47 7.11

100 89.14 5.02 83.39 11.64 86.26 8.98

Lindane 1(LOQ) 93.90 5.93 85.70 11.84 89.80 9.85
5 80.96 12.50 86.89 5.65 83.93 9.68

10 85.71 15.54 86.92 9.39 86.31 12.09
25 81.31 14.60 95.51 2.96 88.32 12.57

50 82.76 5.48 90.43 8.96 86.59 8.54
100 79.24 6.23 96.77 2.07 88.00 11.24
Heptachlor 1(LOQ) 95.76 9.24 87.24 10.01 91.50 10.30
5 82.72 11.93 82.41 8.43 82.56 9.75
10 89.10 16.40 85.82 11.22 87.46 13.48

25 89.66 5.64 97.94 2.89 93.80 6.21

50 88.44 7.20 92.37 4.81 90.40 6.17

100 81.03 5.74 98.28 2.75 89.65 10.90

Aldrin 1(LOQ) 92.80 13.26 96.30 6.83 94.55 10.03
5 91.56 10.73 87.67 10.48 89.61 10.28

10 94.55 14.46 85.22 12.24 89.88 13.88

25 81.64 4,78 88.51 14.62 85.08 11.41

50 84.19 4.99. 91.13 6.00 87.66 6.70

100 81.80 10.24 91.54 11.41 86.67 11.88

cis-Heptachlor 1(LOQ) 83.04 11.71 94.24 8.04 88.64 11.42
epoxide 5 78.06 8.71 88.23 6.09 83.15 9.48
10 92.15 13.57 90.08 9.21 91.12 11.04

25 88.18 9.31 93.37 10.81 90.77 10.02

50 82.66 7.52 92.55 4.66 87.61 8.28

100 81.82 7.04 91.63 11.88 86.73 11.19

o,p'-DDE 1(LOQ) 83.46 12.34 95.62 10.74 89.54 12.98
5 90.35 15.26 97.36 3.64 93.85 10.85

10 86.31 8.52 94.65 7.23 90.48 8.86

25 86.19 7.63 92.62 8.24 89.41 8.41

50 93.18 8.25 95.11 2.68 94.14 5.83

100 88.80 5.38 94.45 4.70 91.62 5.75
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A15197 8 (19)

Compounds Spiked  Accuracy (%MR) / Repeatability (%RSD,)  Accuracy (%MR) / Within-laboratory

conc. Day 1 (n=5) Day 2 (n=5) Reproducibility (%RSDus )
(pg/kg) (n=10)
%MR  %RSD, %MR  %RSD; %MR %RSD;
p,p'-DDE 1(LOQ)  93.66 9.93 82.04 7.15 87.85 10.87
5 86.57 8.78 86.98 6.86 86.78 7.43
10 85.86 7.77 86.65 10.31 86.26 8.63
25 80.28 1.73 93.76 5.90 87.02 9.26
50 94.91 4.91 93.88 5.14 94.39 4.78
100 75.12 3.42 90.89 10.61 83.00 12.83
0,p'-DDD 1(LOQ)  82.78 7.39 93.30 9.34 88.04 10.23
5 89.02 1188  84.97 5.03 86.99 9.08
10 9502 1442  87.08 8.31 91.05 12.24
25 82.17 2.82 95.39 4.90 88.78 8.77
50 82.01 7.18 94.49 2.94 88.25 8.93
100 79.42 7.89 96.46 1.42 87.94 11.31
Dieldrin 1(LOQ)  79.68 1345 7772 6.12 78.70 10.02
5 77.22 7.80 80.84 4.56 79.03 6.43
10 80.83 4.42 78.92 7.93 79.87 6.15
25 77.69 5.78 96.17 2.73 86.93 11.89
50 95.46 1462  97.87 2.70 96.66 9.88
100 90.64 9.04 94.52 2.30 92.58 6.49
o,PDDT+p,p-  2(LOQ)  89.00 9.70 98.53 7.36 93.77 9.64
DOD 10 90.49 1071  95.80 13.09 93.15 11.74
20 95.38 4.12 90.20 12.47 92.79 9.05
50 90.04 5.34 95.17 3.97 92.61 5.28
100 86.67 1254 9542 6.13 91.04 10.36
200 90.07 1154  97.67 6.15 93.87 9.53
p,p-DDT 1LOQ) 89.88 1466  88.78 13.33 89.33 13.24
5 83.02 5.78 92.19 4.82 87.60 7.43
10 85.70 9.96 88.22 7.18 86.96 8.29
25 8867 1011  90.25 8.90 89.46 9.02
50 8832 1417  97.77 0.97 93.04 10.47
100 83.01 6.14 94.82 2.69 88.92 8.20
PCB 28 1(LOQ)  79.96 5.73 88.04 11.55 84.00 10.20
5 80.38 6.06 90.16 8.69 85.27 9.41
10 80.11 6.75 87.60 3.42 83.86 6.80
25 88.93 6.95 99.55 5.49 94.24 8.33
50 81.82 1492 9287 5.89 87.34 12.19

100 88.06 11.72 92.45 292 90.25 8.28
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A15197 8 (19)

Compounds Spiked  Accuracy (%MR) / Repeatability (%RSD;)  Accuracy (%MR) / Within-laboratory

conc. Day 1 (n=5) Day 2 (n=5) Reproducibility (%RSDus )
(pg/ke) (n=10)

%MR %RSD, %MR %RSD, %MR %RSD,

PCB 52 1(LOQ) 95.10 6.41 89.04 10.11 92.07 8.61

5 88.43 10.71 90.84 4.01 89.64 7.68

10 80.20 5.52 82.96 11.68 81.58 8.89

25 92.49 6.64 96.39 2.81 94.44 5.21

50 85.25 15.72 95.52 4.12 90.39 11.92

100 83.83 12.93 97.37 2.04 90.60 11.30

PCB 101 1(LOQ) 95.68 4.83 94.08 13.92 94.88 9.80

5 96.27 4.94 84.10 591 90.19 8.74

10 93.12 3.08 91.51 1394 92.31 9.49

25 91.55 9.52 97.62 2.40 94.59 7.21

50 89.25 7.24 95.69 4.22 92.47 6.61

100 76.52 3.90 95.79 3.79 86.15 12.34

PCB 138 1(LOQ) 88.34 9.65 88.24 8.96 88.29 8.78

5 93.15 7.42 86.61 10.35 89.88 9.23

10 87.51 12.18 92.04 14.82 89.77 13.13

25 85.22 11.72 92.63 1.99 88.92 8.79

50 92.87 7.99 96.48 2.67 94.67 5.89

100 85.26 7.19 97.51 1.49 91.38 8.43

PCB 153 1(LOQ) 87.76 12.90 95.66 9.63 91.71 11.54

5 87.34 9.60 89.85 6.23 88.59 1.73

10 95.03 8.46 95.37 6.48 95.20 7.10

25 88.57 9.51 97.18 4.90 92.88 8.49

50 85.04 7.97 97.34 3.08 91.19 8.94

100 84.18 7.98 91.09 8.63 87.63 8.90

PCB 180 1(LOQ) 86.68 6.23 95.08 6.81 90.88 7.87

5 93.60 4.33 97.29 7.30 95.44 6.06

10 88.09 11.18 95.80 9.08 91.94 10.50

25 78.99 573 91.82 7.93 85.40 10.37

50 93.50 10.25 96.70 2.50 95.10 7.15

100 85.42 5.55 94.22 6.37 89.82 1.67

Diazinon 1(LOQ) 90.38 15.09 87.10 13.81 88.74 13.80
5 76.94 10.49 86.90 6.31 81.92 10.20

10 91.25 5.76 90.40 11.12 90.83 8.34

25 83.28 11.70 87.61 .77 85.44 9.65

50 87.38 13.07 93.75 5.48 90.57 9.94

100 87.04 2.05 98.34 1.33 92.69 6.62
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A15197 8 (19)

Compounds Spiked  Accuracy (%MR) / Repeatability (%RSD;)  Accuracy (%MR) / Within-laboratory

conc. Day 1 (n=5) Day 2 (n=5) Reproducibility (%RSDus )
(pg/ke) (n=10)
%MR %RSD, %MR %RSD, %MR %RSD,
Chlorpyrifos 1(LOQ) 82.32 14.32 89.20 13.20 85.76 13.63
5 85.55 4.02 91.50 6.90 88.53 6.47
10 82.70 13.55 93.95 7.23 88.32 11.95
25 86.80 8.08 94.85 7.11 90.82 8.53
50 93.22 2.43 89.97 10.41 91.59 1.26
100 84.96 8.40 96.66 2.37 90.81 8.74

5. waanududunssvesdanisinsei
NansedoUANULTUELATINTINUIATIUTIIATIZETE P ueENS
Fiinadlusiog i Wau x) furudutuueEsinTany WY y) Wu31 A1 P 989n15 A2
415 OCPs OPPs was PCBs luwunladu a1 2 11nna 0.990 (U.S. Food and Drug
Administration, 2023) a3 ANA1519A 9 wanainIBhienesiidmududunseesag
Airreidausaudidu 1-100 pg/kg oniunasin o,p-DDT was pp-DDD Hmnundudunss
YIRS FaudmudLTy 2-200 pg/ke F0E19UBINTININATFIUA AW 5
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M13199 9 AUNSLAUATILAZA ¥ VBIHANITNAADUYNNITIATIENATNGY OCPs OPPs Way

v
PCBs Tuthuulafv

Compounds Calibration curve r’

alpha-HCH y =0.7941x + 1.313 0.9950
beta-HCH y =0.8952x - 0.1712 0.9991
Lindane y = 0.7858x + 0.5037 0.9973
Heptachlor y = 0.813x + 1.1871 0.9979
Aldrin y = 0.7923x + 1.0924 0.9977
ds-Heptachlor epoxide y = 0.832x + 0.4806 0.9994
o,p-DDE y = 0.9251x - 0.4178 0.9995
p,p'-DDE y = 0.7623x + 1.3007 0.9950
o,p-DDD y = 0.7526x + 1.2168 0.9984
Dieldrin y = 0.959x - 0.8929 0.9955
0,p-DDT+p,p'DDD y = 0.903x - 0.1678 0.9994
p,p-DDT y = 0.8633x + 0.5746 0.9962
PCB 28 y = 0.8924x - 0.9078 0.9957
PCB 52 y = 0.8771x - 0.2339 0.9979
PCB 101 y = 0.7661x + 2.2067 0.9912
PCB 138 y = 0.8967x + 0.0774 0.9974
PCB 153 y = 0.8287x + 1.1317 0.9989
PCB 180 y = 0.8933x + 0.1285 0.9955
Diazinon y = 0.870x - 0.7178 0.9981
Chlorpyrifos y = 0.8472x + 0.7146 0.9963

dyuna

MBI AT Eiasnga OCPs OPPs uay PCBs luuslafudieds GCMS/MS
1935 msatedimunzaulag acetonitrle 10 mL Wwedien3 suwgn udrawasarialuds
centrifuge tube 71l Na,S0; iitegndutiudatindroslu centrifuge figaundl -20°C wtousnlusiuy
genaInansata N3 clean up Aflusyansamlunisidnlutufedd ms clean up fe thistle
tube 715l activated florisil 5 ¢ waxdl Na;SOq 0.5 ¢ g suuY nan1snsRaeuAldlaveis
Azt wuillaududusswasnsussguluavsndeglugannududu 0.5 - 100 ng/mL
NNYIAA1S @IUNATINETT p,p-DDD wazo,p-DDT ag Tuy 39Ana Uy 1-200 ng/mL
A1 17 1NNA1 0.99 maneust U.S. Food and Drug Administration (2023) $iA1A2skiiulngnase
1N %MR agluyaa 70-120% frmnuiiswesnsmusuasmsThg aefin1sana1ne %RSD;
Waw %RSD,- AAtiaeNnI1 20% Nnvlinas 11 working range agluye 1 - 100 ugkg NNl
A1 IUHATINGNT p,p-DDD war o,p-DDT agluyae 2 - 200 ugkg AN LOD war LOQ Wiy
0.5 U 1 po/kg UNIUHATINGETS p,p-DDD Uag o,p-DDT Wity 1 uag 2 pg/kg mua1du oglu
LT BT UMNLAMYT SANTE 11312/2021 v2026 (European Commission, 2026) Waz3 s
Ansgiiianntunifdeumnvadmuldluioniiiing aunselinnziiegai
Teuluusudhss Tsnsnnéns ilernuidedulununmihualafuiasdadosiamamessme
Ineglunsuslnanelutssmauasiiesesiunsdseeniuowan Wnanuidedodufivensuly
sefvanna Tidugudeyamstmuafirmadaleveifertuanulasndoveduiuadnives
nsuUAdna
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YOLAUDLUY

woNIINNITNAIUILAZATIaauANlTlA09353 A Eia15ngu OCPs OPPs Las
PCBs Tuthunlafiudemaiin GCMS/MS udamsdiiunisusaidiuiaalduiueuveinis
19 (measurement uncertainty) U99393LASIERAINAIINTUUUINIGUDY SANTE/11312/2021
v2026 el dusd nmnudeduvemanisimszsiuasmsimsussdiulssdvs ammmeen
woFURMaRmANAe n1adrsmlusunsmaaouamduy mndlusunsuveadeumiy
FNTENIIVIAEEUANSHINETY ¥300138in19v Inter-laboratory comparison HieiUSsuieu
HasEn ol URnTs warluauianAIsimuIdIATIeviaIsnay OCPs OPPs way PCBs 11
ATEUARNYNYTINANTIINIATT AN aTIUSEINAR A MUA

a A

naanIsuUIENIA
YBURUAMUEFAIUNNGTTANT BuUnsa ) 81uensddnaTIvaeunnnINE e
Undnd Alvinsatiuaylumsdiiiunu weaninm auamds §idemgiuninne
A aUA YRR AlUSnundAnms wedmummdfiveg gumd Fvihngunsivaey
Aunmadn fuagronanndn uasieass gnsviu Wamiheuefiowns asandnauay
ansduitiou AlFAEnwnavatuayudnAninis meida gunsal saadwihiinueiomns

ansandazansUudou Nelinisineiluesldnsegasigs

LBNE1TDNDY
PSAUALIATIINSENTIMINeNSsI TR AR AR oY, 2551, Aflewymamsdamsansiiad s
psai 1. drifndanisnnuesdeuaransdusse naumuALLaiv, : th 1-8.
ANEYINUNUMUEVEAERSTANLALLLAENEN T U9ILLY. 2564, wnwUuRNsAUlAuILAE
AN aueiuNseET 1. uaeiiun: https://dld.gothv/th/images/stories/law/draft/biotech
/25640607/inal_plan25640607.pdf. [10 n3nIAs 2568].

Amen ASaunwdy, uay avns gnspi. 2565 MatauuesRigiral I essimsiwnnd gy
Inansoualuludiudmnineis gas chromatography-tandem mass spectrometry. 275575
S setindaninmsIaeUR AU MEUA AT Vsl 2565 aUii 1.
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ansiwaNA UM TRANAN9EEA Pesticide Residues : Maximum Residue Limit.
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: Wt 220-356.

AUNNUNNTTIUAUA NN EATUAZRINTWAIYIA.  2568b. UINTFIUFUANNYAT 1NW.9003-2568
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