nenysaumalYldvedisedeumsngusasmiurasiy uasndrassundaluilia

Tulasiudaddrematia GC-ECD

ngdan d5suduns 5130 Waslasml

UNANED

n13nsavdeuauldlavesisnaaeungueesnilunasiu (Organochlorine ; OCPs), Lavy
Indnaesiuainluiiia (Polychlorinated Biphenyls ; PCBs) lulvsfudnisewmaila GC-ECD @wnsa
AnsgvimviiauazUsunaansanaangy OCPs ba 16 ¥l uag PCBs 7 ¥iln lasnisanndiegialusiu
#aeLA3 09 Universal Trace Residue Extractor (UNITREX ) lmﬁuﬂzgﬂﬁﬂagjﬁlu fractionation tube Wag
gnvilFeuigumgii23o - 235°C w1y whalulnsiauazdnudlutimienaisngu OCPs uay PCBs wen
ponuan vty Imamiﬁ"’imawﬁ%gmﬁuaﬂu slass traps 91599 sodium sulfate uag florisit 14aan
Tupnsade 30unit wdsannduinisszansineldaisazane diethyl ether: n-hexane (1:9) U311a5
12 mL udnhlussmeiiieany3nmsliivdo 0.5 mL fewedes N - EVAP udwihmsusuuiunnsgavine
T 1 mL vty hlvdmsesiomeiin GC-ECD Tnonsnageud dtrsmundudunsaeinsio
WnsguleAe 1.0 - 1,000 pg/kg dvnanududunsivesisnagouminiu 8.0 - 1,000 ug/kg fA1my
LiuTeINIVIRERU fiauidiudy 8.0 pe/ke agfluinauat 60 -120% warfianududy 20.0 - 2,000 pg/ke
ogluinaui 70 -120% fieanuflssegluinnei %RSD < 20% TnsAArmidudusaniiisanunsonsan
wulél (LOD) winfu 3.0 pg/kg waganandudumaniisannsamuiinalsd (LOQ) Wiy 8.0 g/ke

mdAty: eosnlunassy, Indrassiunanluiida, lududnd, GC-ECD

L I3

nAuATINEUAMN NLHEERIuAzNaNERINGRT d1innsIadeuAu nEUAUAdR T nsuUedn’d
0.5 A.UNNER 84309 2.UNuEE 12000; InNsENYI 0-2967-9727
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Method Validation of the Determination of Organochlorine in
Animal Fat by GC- ECD

Tipsuda Wanna-in  Thawida Muangtrairat

Abstract

Validation of the test method for organochlorine compounds (OCPs) and polychlorinated
biphenyls (PCBs) in animal fats using the GC-ECD technique can analyze 16 types of OCPs and
7 types of PCBs. The extraction of fat samples was performed using a Universal Trace Residue
Extractor (UNITREX), The fat is trapped in a fractionation tube and heated at 230 - 235°C for
30 minute and nitrogen gas is passed through to carry OCPs and PCBs compounds from the fat.
The analyzed substances were collected in glass traps containing sodium sulfate and florisil, with
an extraction time of 30 minutes. After that, the substances were eluted using a solution of
diethyl ether: n-hexane (1:9) in a volume of 12 mL, which was then evaporated to reduce the
volume to 0.5 mL using an N-EVAP machine, and the final volume was adjusted to 1 mL.
Subsequently, the samples were analyzed using the GC-ECD technique. The test showed linearity
of the standard from 1.0 to 1,000 pg/kg and can analyze substances in the concentration range
from 8.0 to 1,000 pe/kg. %RSD of precision < 20%. The accuracy at a concentration of 8.0 peg/kg
is within the range of 60 - 120% and at a concentration of 20.0 — 2,000 pg/kg, it is within the range
of 70 - 120%. The limit of Detection (LOD) was 3.0 ug/kg and the Limit of Quantification (LOQ)
was 8.0 pg/ks.

Keywords: Organochlorine, Polychlorinated Biphenyls, Animal Fat, GC-ECD

Veterinary Public Health Laboratory, Bureau of Ouality Control of Livestock Products,
Department of Livestock Development, Tivanont Road, Bangkadi Subdistrict, Muang District,

Pathum Thani Province, 12000; Tel. 0 2967 9727
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nsnsaadauanuldldvasisnagauaisnguaasnilunassu uaslndrassiumaaluiiia
Tulviudaifemaiian GC-ECD

ngdan 15suduns  51Ie Waslasdml
umin

L A 1 o ]

a1sindndnsianaueasnilunassu (Organochlorine ; OCPs) L uansdunsgdauns1eua

pd)}

Y 9
o A oA ‘{‘:J

ANSUaU(C) maasu (CL) Talasiau (H) wag 9an@tau (O) 1WusiAUsenau 99a15A13ndnsNunaud

Y 9

=

a IS

asiadiminuuasiiroutaeatios llaarodalufu aunsoanddudaunadenlium farundufivgs
nasesyULUsTamesywiuardnd lnsazavanslffuaravauludodeoluiu vonmntueranuaanga
fananmnérdlufie dn waldainnsfinuesnsdimsldasnguiitordnuuaauasdngfia dagtuanslu
nauivarewiadadu Tgunmesiied 4 sumsenetydRingdunsie we. 2535 Ae wudliiing
&R Yt deen visedililuasaunses

asindamassiuniinlufida (Polychlorinated Biphenyls ; PCBs) 3ea1sig diduansusenau
sun3dlelasadueuiiiinassulussduszneu (chlorinated hydrocarbon) #aUssneusionassumaus
1§11 10 aznauagluiaved biphenyl drunanresansigiismeludamndydidnvanduveanan
wiln famaudiavareiildtos wazdsazareldvesanied Usinueaeiuiindu aunsnazareldly
ansazaneBus vy uagludu dwnndeseiunnfesiinuneaiinunniy anedlden warann
avauoglvisluddidiouaraunndon asigtidingumelaenismels nsfands uazn1siu deidng
$umeresddifinazavanogludniidudeiboluty asfiddlineliinmuduiviuudoundu ud
pnsasiAntuilosuasigdidluaraul fuuuasiumaiiniull Shuansermstmdnan dula
AeliAnuzsdludunazln WieszuuUszamunnses

nsnsvaeuAUltliveitnaaeungueasnilunaeiu (Organochlorine ; OCPs), kag InaAae
Siwsiinlufifa (Polychlorinated Biphenyls ; PCBs) Tulududnidiomafin GC-ECD WJuisaldidie
mvauaunmnsnaaeulilduinsgu uasdnnugndeaieiduisnaaeuvosmienu wazvene
YUYILNT5UTBINNTFIU ISO/IEC 17025 sl

1.ingUszaen
Wansiaeunuldlavesitnaaeunduessnilunasiu (Organochlorine ; OCPs), wag
IndnasSiuninluiida (Polychlorinated Biphenyls ; PCBs) Tulvsiudnisewmaiin GC-ECD 16

2.9U%18

nsaeualdlavesisaaeuaisiunnAangy OCPs 16 ¥ia uag PCBs 7 win lulududnd
pemata GC-ECD laun

- ﬂq':u OCPs 31u3U 16 ¥ila oA Hexachlorobenzene (HCB), Hexachlorocyclohexane (alpha,

beta & gamma isomer), Heptachlor, Heptachlor epoxide (trans isomer), Aldrin, Dieldrin, Endrin,

p,p’-DDE, p,p’-DDD, o,p’-DDT, p,p’-DDT, Chlordane (cis & trans isomer) gz Oxychlordane
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- Ny PCBs 91wau 7 ¥l laun PCB 28, PCB 52, PCB 101, PCB 138, PCB 153, PCB 180 Wa

PCB 118

lngasivaeunsfiwesiann anuludunsweainsvunnsgiu (linearity) Anuidudusignd
anunsansianula (limit of detection, LOD) wagAdudun1ga a1u1saniusuaals (limit of

quantitation, LOQ) A213L#1e1 (precision) MUy (trueness) AadudunsiwesiSnageu (working
range) Wiawansliiuinisnaaausinangnieswazimiuiiedie

3.Uszleviniaadnaglisu
WeldiludeyalunsuaniauaiunsavewiosyuRnsnuszuunnnin 1ISO/IEC 17025 Tun1s
Vndauasngy OCPs, uag PCBs lulufiudnimewatin GC-ECD la

4.9Un30luaz35N13

4.19UnsaluasiATale

4.1.1
4.1.2
4.1.3
414
4.1.6
4.1.7
4.1.8
4.1.9
4.1.10

4.1.9

4.1.10
4.1.11
4.1.12
4.1.13

Centrifuge tube A7 VWA 15 mL

Adjustable pipette 9u1m 10-100 pL, 100-1000 pL

Volumetric flask

Pasture pipette

NIZUDBNAN YUIAAE

Erlenmeyer flask w1819 9 ¥iadignuwiidn

Vial 9ua 2 mL dmsuldiiu Automatic injector v0uA309 GC-ECD

\A304 Gas Chromatograph (GC) ¥ia ECD detector 71 Ni® @uunasiusiunningad
Universal Trace Residue Extractor (UNITREX) fva SGE %ﬁﬁ@ﬂﬂiﬂjﬂizﬂau laun

- Fractionation tubes - Insulation wedges
- Glass traps - Reservoirs
- Bubble flow meter - 1.2 mL syringe

éqqﬁwmuquqmmﬁ (water bath)
\3ntanUSinasansazatelaenisidenialulagiau (N-Evap)
%quyapmﬂ (vacuum pump)

\3estaiifinanuagiden 0.01 vide 0.001 n¥u

ipestsifiauaziden 0.0001 %30 0.00001 n¥u duudiansnnsgiu

6.2 msmﬁuazmsmmg'm
6.2.1 Acetone (AR grade)
6.2.2 Diethyl ether (AR grade)
6.2.3  Florisil 4u1m 60-100 mesh (for residue analysis %38 column chromatography #3e

WgULIN)

6.2.4  Sodium sulfate ¥UIM 12 — 60 mesh (anhydrous granular, AR grade)
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6.2.5 Glass wool %l silane treated

6.2.6 n-Hexane (AR grade)

6.2.7 n-Hexane (for residue analysis)

6.2.8 Iso-octane (for residue analysis)

6.2.9  Helium gas (ultra high purity) m’mu%qmé > 99.999 %

6.2.10 Nitrogen gas (oxygen free nitrogen, OFN) mmu’%&mé > 99.995 %
6.2.11 Nitrogen gas (ultra high purity, UHP) m"mu%zjmé 299.999 %

6.3 @15U1ATFIU

6.3.1 a15a¥a18NIATIUNG L OCPs LnTATand19895U509 80 AccuStandard LaLn
Hexachlorobenzene (HCB), Hexachlorocyclohexane (alpha, beta & gamma isomer), Heptachlor,
Heptachlor epoxide (trans isomer), Aldrin, Dieldrin, Endrin, p,p’-DDE, p,p’-DDD, o,p’-DDT, p,p’-
DDT, Chlordane (cis & trans isomer) kag Oxychlordane azatgludivinazalgnal Hexane:Toluene
(50:50) lneiipuTuTuresansuAaz iU el 200 pg/ml

6.3.2 ansavanENIAIFILUNGL PCBs insniandnsdssuses v Dr.Ehrenstorfer loiA
PCB 28, PCB 52, PCB 101, PCB 138, PCB 153, PCB 180 Way PCB 118 AULTNTUIDIAThAaziln
Useaad 10 pg/ml azanelu Iso-octane

7. 35a U

7.1 MIANAFITA0E19

7.1.1 sagangfl UNITREX nelgamgiiaglutag 230 - 235°C wavselvigumgiingi

7.1.2 WanazUunfalulasiouviia OFN (ruudans > 99.995 %) Tnglimnufuveufiaids
98nNNIBLUTLIA 50 psi.

7.1.3 1d fractionation tube TildnTiadauAMURLLTEILAZAN YR septum wddaslugas
Y9LA304 UNITREX uagsians silicone fifiadaadniivh fractionation tube

7.1.4 #e Glass traps i1 sodium sulfate Uszanas 1/4 wag florisil Uszanas 3/4 Y9IAIUYVDY
trap 111U fractionation tube wazinsnsn1slnavesuiad Uate Glass traps #ae bubble flow
meter Tngususnsinislualile 230 mL/min Waselwnesernieislu bubble flow meter 23 mL
Tagldiaan 6 Junf) viudeadunntes wdildusiufuainufeu (insulation wedge) Liatetiosiuns
goyduauiou

7.1.5 SalvtuiivanaudiUiugs 1.12 mL (1.00 % 0.02 n$%) ashu fractionation tube KNS
septum wawhnsddluiuiivaandsly syringe fe n-hexane

7.1.6 loasu 30 unfl 19 Glass traps 88na7n fractionation tube udlusiafiu Reservoir wae
nsvzansnaelagldaisazans diethyl ether: n-hexane (1:9 ) 12 mL aslu Reservoir taairluanauu
wriuwanaRndil Centrifuge tube 1A 15 mL seafuagiuane Uaselviansazarevenadly Centrifuge
tube uvmaudIthluszmeiioany3uaslyivde 0.5 mL feledes N - EVAP figumgiives water bath

L3 40°C udhnisusudsunmsanyinelila 1 mL é7e lso-octane
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72n15nadauid A AInLazIg 9UT U (Qualitative and Quantitative Analysis) @ 2@
\A399 GC-ECD
7.2.1 thénegannte 726 liinsideisies GCECD 8o Thermo scientific 3u Trace 1610
7.2.2 Usudsannyveeie fil
¥UAYDY column . Stx -CLPesticides #3aliguLiin
YUIA89 GC column e nenanelti 0.32 mm, Flim Thickness 0.5 um,

ANEM 30 M

¥UAYaY Carrier gas . Helium wta Ultra High Purity
Flow rate 983 Carrier gas  : 3.5 mL/mim
Y¥UAVDY injection port : Splitless

2UMNNYRY injection port  : 230 °C
USunnsfian 12 UL

gaun)iiaes Column oven  : 120 °C (0.50 min), 15.0 °C/min to 230 °C (18 min)

7.3 N15%1A1 Instrument detection limit (IDL)
20 standard Y09815NIADINITIATIERAAMTNTY 1.0 pg/L 1UIU 3 91 1 NATY GC-ECD
ATIVANFYYIVDIE TN A DIN1TILATIZMLT B UA VT Yy 1eusUNIU (signal to noise ratio, S/N) lagla

TUsunsuUsEananaveuaIas GC-ECD Avuanusiaalsures S/N > 3

7.4 nsnagauaNdudunsivainsmunsg1u (Linearity)

89 standard Y9815 A DIN1TILATIEHT SEAUALT LY 1, 10, 20, 50, 100, 250, 500,
1,000 pg/L ANt uay 3 %1 feiA3es GC-ECD wATATNNIMUINTFIUVDIAITUIATTIULA L YR
Taeluny X WWumnududuvesansazaefidesnisiasedt wasuny ¥ uiuildiia udafiansandd

(% v A = o L3

yUseansn1sendula (Coefficient of determination, R?) F9muAUANMSNNITEBUSUTBIAT R? > 0.990

7.5 NSNAFBULABMAT Limit of Detection (LOD) wag Limit of Quantification (LOQ)
NAABURI9E13 Spike sample MLANa1sNIATgIUadludog 19 lvd Ul ATy 8 pg/ke

F1UU 6 Grneinaila GC-MS/MS lagiisunaiunsimuInggiu UinailauiA1uiumiel Standard

deviation (Sp) WaIAIUILNIAT LOD 310 3S', wazA LOQ 91 105
LOD = 35, LOQ = 10S,

p S
e S’y = \/_% waz So = SD

n = The number of replicate observation averaged when reporting results where each replicate is

obtain following the entire measurement procedure

nauasIIdeUAmN L ledn L nanGnNdn ] Wi 6



7.6 N158UIUAT Limit of Detection (LOD) wag Limit of Quantification (LOQ)
Mn1snaaau spiked sample muA1 LOD wag LOQ Ainuinldegstineaiiiduduas 6 91

Uszillunanisnagaual LOD laeafiansanainadaygiavesarsiamaiisududygiasuniu (signal to
noise ratio, S/N) tnaugineeusulaae S/N >3 Tudiuvesan LOQ 1 desdlArsssazn1snduAuLads

(%mean recovery, MR) LLaszﬁmwummgmé’mﬁwﬁ (%RSDr) 113 CODEX (2017)

7.7 anuLieg (Precision) wazAuwaiy (Trueness) YaINI5IATIZH
7.7.1 ALY (Precision) ¥NN15naaeuRl081e Spike sample NdANULINTUYBIENTNGY

OCPs wag PCBs AUAIMILULTY 8, 20, 50, 100, 200, 500, 1,000, 2,000 pg/kg 8819la8ANUITNTUAY
6 o1 Tneifleunatunsvinasg iy fAnsanenuiiesin %RSD nasifiseuiufe %RSD < 20%

7.7.2. ANUW3IU (Trueness) NAaaUF9819 Spike sample ﬁﬁmmﬁwﬁwaamimjm OCPs ,
OPPs Wwag PCBs S$AUANULINTY 8, 20, 50, 100, 200, 500, 1,000, 2,000 pg/kg 8819UsANUITNTUAY
6 %1 TnguigunatunsmanTsIe A915UIANLLIUIIN %Recovery SeduAmMILTLTY 8 pig/kg Lnausidl
gausuie 60-120% uarszuAuduty 20, 50, 100, 200, 500, 1,000, 2,000 pe/ke WnaifisausuAe
70-120%

7.8 msnadauauduldunsswasisnagau (working range)

anundudunsiesitnageu (working range) naaeauRiagns Spike sample AATuduvDs
#1508 OCPs wag PCBs s¥AuAMLUuTY 8, 50, 100, 250, 500 wag 1,000 ug/kg ANULUNTUAY 3 &
LazaensINinesgIuYesasIassuLsaraia tagliunu X Wunnududuvesansazaieiidesnts
AT wazuny Y Wuiiuildia udrRansanddulseaninsindula (Coefficient of determination,

R?) F4AMUALNUNNITIDNSUVDIAT R? > 0.9900

8. Nan1Inngau

8.1 A1 Instrument detection limit (IDL)
MNNN52A standard VBIEINRDINITAATIERNANUINTY 1.0 pg/L WU 3 91 1 UUATY GC-
ECD wud1 A1 S/N veenansilenuinni 3 agen S/N vesa1siangaae p,p’-DDD davindu 96.13
! Yy v o dl ° v A U v oya PN v v &
LAAIINANUTNTUA AN A MUALTLATIEN5005303AL0AD 1.0 pg/L wasNAudutull a1u130
Aunbidupududungauesnsminsgiu (Lowest Calibration Level, LCL) 161 1llosainen S/N &

U U U dl
ANNINATIT 3 AR 1
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M15199 1 A1 Instrument detection limit (IDL) 999A389 GC-MS/MS ¥84@1571$89n153bAS1E NN AL

WU 1.0 pg/L

signal to noise ratio

Compound
1 2 3 mean
HCB 436.80 473.50 444.70 451.67
A-BHC 206.10 230.10 211.20 215.80
Lindane 218.30 241.30 219.20 226.27
B-BHC 138.90 152.90 140.70 144.17
Heptachlor 237.30 269.30 242.00 249.53
Aldrin 194.60 225.50 196.80 205.63
Oxychlordane 167.80 198.50 171.60 179.30
Hep. Epoxide 156.20 176.90 159.10 164.07
G-Chlordane 160.40 192.20 169.20 173.93
A-Chlordane 149.70 179.50 151.70 160.30
p,p’-DDE 136.00 161.00 135.80 144.27
Dieldrin 107.90 124.80 107.20 113.30
o,p’-DDT 79.10 95.10 79.20 84.47
Endrin 95.60 112.50 94.90 101.00
p,p’-DDD 56.70 67.60 55.90 60.07
p,p’-DDT 66.50 78.40 65.40 70.10
PCB28 132.50 149.90 135.40 139.27
PCB52 82.20 93.00 85.00 86.73
PCB101 103.70 121.20 104.20 109.70
PCB118 118.00 139.40 116.60 124.67
PCB153 104.70 127.10 105.00 112.27
PCB138 101.80 121.90 100.10 107.93
PCB180 98.50 118.10 93.10 103.23
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8.2 aAnadudunsavainsmunnsg1u (Linearity)
HANSNAARY standard YeIENsNARINTIAATIEINTEAUAIN 1, 10, 20, 50, 100, 250, 500,
1,000 pg/L ANMLHTURE 3 1 MeA3ed GC-ECD Wafiansuna R* wulasinageunnansilen R?

agluinaein1seaNTunnNaNT AR 2

M131991 2 A1 Coefficient of determination, R? 90481511055 1UINAADY

Compound R2
HCB 0.9940
A-BHC 0.9942
Lindane 0.9946
B-BHC 0.9988
Heptachlor 0.9941
Aldrin 0.9972
Oxychlordane 0.9980
Hep. Epoxide 0.9969
G-Chlordane 0.9981
A-Chlordane 0.9988
p,p’-DDE 0.9991
Dieldrin 0.9987
o,p’-DDT 0.9996
Endrin 0.9992
p,p’-DDD 0.9999
p,p’-DDT 0.9998
PCB28 0.9946
PCB52 0.9962
PCB101 0.9963
PCB118 0.9975
PCB153 0.9965
PCB138 0.9966
PCB180 0.9987

8.3 NINASBULIENIAT LOD uaz LOQ
NANIINAEOU spiked sample NAUTUTU 8 pg/kg TMUIU 6 F1 @INITAAIUIUAT LOD Lay

LOQ l¢Raust 0.792 - 2.449 way 2.639- 8.165 ug/ke MINEITU Fam159t 3 Sehnsnedeudusue

LOD uaz LOQ fiaududu 3 uaz 8 pe/ke audisusoly
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mi’m‘ﬁ 3 wanedau Limit of Detection (LOD) ey Limit of Quantification (LOQ)

Compound Conclugy Mean D LOD  LOQ
1 2 3 4 5 6

HCB 81000 7.7000 7.8000 7.4000 7.4000 7.7000  7.6833 02639  0.792  2.639
A-BHC 78000 7.6000 7.5000 6.9000 7.1000 69000  7.3000 03847  1.154  3.847
Lindane 73000 73000 7.3000 6.1000 7.1000 63000 69000 05514 1654 5514
B-BHC 74000 77000 7.5000 6.4000 7.2000 6.0000 7.0333 06772 2032  6.772
Heptachlor 6.2000 55000 53000 6.7000 55000 60000 58667 05317 1595 5317
Aldrin 9.6000 9.7000 84000 8.0000 83000 7.8000 8.6333 08165 2449  8.165
Oxychlordane 74000 69000 69000 63000 69000 6.6000 68333 03670 1101  3.670
Hep. Epoxide 89000 83000 80000 7.5000 80000 7.8000 8.0833 04792 1438  4.792
G-Chlordane 78000 7.3000 7.2000 6.7000 7.2000 7.2000 7.2333 03502 1051  3.502
A-Chlordane 9.0000 8.6000 7.9000 7.7000 7.9000 7.6000 8.1167 05565 1669 5565
o,p’-DDE 87000 7.6000 7.8000 7.2000 82000 7.5000 7.8333 05391 1617 5391
Dieldrin 8.8000 82000 82000 7.6000 8.6000 81000 82500 04183 1255  4.183
0,p’-DDT 86000 7.6000 7.9000 7.0000 85000 7.5000 7.8500 06156 1847  6.156
Endin 83000 7.9000 7.6000 6.9000 7.9000 7.3000 7.6500  0.4970 1491  4.970
p,p’-DDD 80000 73000 7.2000 62000 7.5000 6.9000 7.1833  0.6047 1814  6.047
p,p’-DDT 74000 6.6000 6.8000 56000 7.2000 63000 6.6500  0.6504 1951  6.504
PCB28 83000 7.9000 7.7000 7.3000 7.6000 7.7000 7.7500 03332 0999  3.332
PCB52 70000 6.8000 50000 6.0000 6.1000 59000 6.1333 07146 2144  7.146
PCB101 84000 7.8000 7.6000 7.2000 81000 7.4000 7.7500 04461 1338  4.461
PCB118 9.0000 80000 81000 7.2000 86000 7.7000 81000  0.6387 1916  6.387
PCB153 8.8000 7.7000 7.8000 6.8000 84000 7.4000 7.8167 07111 2133  7.111
PCB138 87000 7.6000 7.8000 6.6000 83000 7.4000 7.733333 07312 2194  7.312
PCB180 70000 63000 6.2000 51000 6.8000 57000 6.183333 0.7026 2108  7.026

8.4 N158UEUAT LOD way LOQ
nansVndeu spiked fat sample finududu 3 uay 8 pg/ke 1AL 6 97 LileEudurl LOD
uazen LOQ WU S/N wasAn LOD difn > 3 du LOQ tu fif1 % mean recovery aglutias 60-120 %
uaz %RSDr fie < 20% Feeelunasinseniulsvnens A 4 uaz it 5
Fafussaunsarmuadn LOD veanismadauldd 3 pe/ke wazen LOQ vasnsnagoulii

8 pg/kg 19
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A5 & navadeUNISEUSUA Limit of Detection (LOD) fimnudiudu 3 pe/kg

signal to noise ratio

Compound

1 2 3 4 5 6 mean
HCB 401.30 517.20 445.10 454.20 471.20 396.00 447.50
A-BHC 243.40 331.20 266.50 285.40 261.60 249.50 27293
Lindane 343.10 472.20 422.20 415.70 407.60 356.50 402.88
B-BHC 117.30 158.30 145.40 144.40 138.50 122.80 137.78
Heptachlor 147.90 190.60 178.90 158.90 147.50 132.20 159.33
Aldrin 293.50 399.90 362.80 345.30 339.20 296.30 339.50
Oxychlordane 162.80 218.30 192.60 188.80 186.10 168.90 186.25
Hep. Epoxide 197.70 243.30 233.40 226.90 221.90 203.80 221.17
G-Chlordane 157.10 208.20 184.20 172.40 157.80 141.80 170.25
A-Chlordane 176.10 227.80 202.30 196.50 187.40 173.10 193.87
p,p’-DDE 195.70 256.30 221.30 217.80 210.00 190.00 215.18
Dieldrin 163.60 176.10 199.20 193.20 185.40 142.50 176.67
o,p’-DDT 101.90 137.80 126.70 117.30 117.50 101.10 117.05
Endrin 103.00 112.60 127.70 118.50 112.30 97.40 111.92
p,p’-DDD 96.40 117.90 102.80 96.40 87.90 81.40 97.13
p,p’-DDT 86.00 110.40 97.10 94.70 93.50 81.50 93.87
PCB28 111.30 145.40 131.40 128.80 124.70 107.80 124.90
PCB52 112.50 156.30 141.70 148.70 112.90 150.60 137.12
PCB101 82.90 118.40 102.80 99.10 95.30 90.00 98.08
PCB118 87.60 116.10 101.20 99.70 97.90 91.20 98.95
PCB153 110.40 134.70 124.30 115.60 112.70 103.00 116.78
PCB138 98.50 122.30 113.60 104.20 103.70 95.10 106.23
PCB180 97.50 118.50 101.90 96.10 95.50 82.60 98.68
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AN599 5 nanaaeuN1sEUuAn Limit of Quantification (LOQ) fiaandudu 8 pg/ke

Compound LOQ 8 pgrks

%Recovery @dy)  %RSDr /N (1ndb)

HCB 96.90 3.49 2082.67
A-BHC 86.10 3.34 1732.87
Lindane 92.70 3.36 2154.75
B-BHC 85.05 2.49 749.40
Heptachlor 86.80 293 1216.08
Aldrin 92.08 3.82 1633.87
Oxychlordane 94.45 6.03 881.13
Hep. Epoxide 90.15 3.55 1080.85
G-Chlordane 88.00 3.04 1046.25
A-Chlordane 91.15 4.12 1072.27
p,p’-DDE 85.28 3.52 1059.68
Dieldrin 91.20 2.10 808.78
o,p’-DDT 93.28 2.09 553.48
Endrin 93.43 2.73 481.42
p,p’-DDD 102.70 2.12 504.18
p,p’-DDT 90.70 2.32 498.95
PCB28 91.28 0.88 331.70
PCB52 103.60 6.68 178.30
PCB101 88.53 2.62 293.20
PCB118 92.00 1.71 347.70
PCB153 91.88 1.54 350.88
PCB138 84.93 3.48 321.70
PCB180 81.75 1.72 475.62

nauasIIdeUAmN L ledn L nanGnNdn ] i 12



8.5 A2ULiBe (Precision) wazAMMLIY (Trueness) YBINITIATIZI

8.5.1 NMInAdaUAINILTES (Precision) Inevaaeusaee1e Spiked sample Aiflanandudures
#19ngu OCPs wag PCBs s¥suALiudy 8, 20, 50, 100, 200, 500, 1000, 2000 pg/kg AMLULTUAY
6 41 WU %RSD T < 200% Feaglunasifivauiuldnnats e 6
A1597 6 %RSD (1aaw) Yasa1sNaN OCPs wag PCBs s¥auAMLiudy 8, 20, 50, 100, 200, 500, 1000,

2000 pg/ks

Compound %RSD (1ade)
8 20 50 100 200 500 1000 2000
pe/kg  pg/kg pg/kg pg/ks pg/kg pg/kg pg/kg pg/kg
HCB 3.49 6.65 4.25 4.88 6.33 381 1.50 3.16
A-BHC 3.34 7.78 5.58 3.14 11.37 3.50 3.87 3.68
Lindane 3.36 6.88 6.06 5.33 15.79 2.81 3.25 2.37
B-BHC 2.49 7.25 6.39 4.95 10.74 4.81 3.21 3.65
Heptachlor 2.93 4.25 6.64 4.46 16.85 8.74 4.88 7.72
Aldrin 3.82 7.84 4.56 5.93 10.07 5.78 2.36 2.01
Oxychlordane  6.03 8.25 3.75 6.53 8.56 4.81 4.08 5.10
Hep. Epoxide 355 6.10 5.58 6.51 11.21 4.70 361 2.87
G-Chlordane 3.04 7.20 6.33 8.44 11.18 5.49 3.08 3.10
A-Chlordane 4.12 5.21 6.33 7.64 10.63 6.32 2.37 3.97
p,p’-DDE 352 5.84 6.68 7.87 10.27 7.32 5.39 2.98
Dieldrin 2.10 5.93 7.81 5.33 13.19 6.59 3.42 4.53
o,p’-DDT 2.09 5.82 7.39 9.93 7.45 10.66 2.85 4.51
Endrin 2.73 6.44 7.49 8.64 9.31 6.10 5.08 4.33
p,p’-DDD 2.12 5.31 8.74 8.94 10.24 7.07 2.69 4.22
p,p’-DDT 2.32 5.32 6.14 5.56 10.38 8.20 4.70 501
PCB28 0.88 6.35 4.47 5.24 6.89 6.74 4.17 5.08
PCB52 6.68 9.80 5.18 7.23 3.90 8.83 7.02 7.49
PCB101 2.62 4.62 5.33 9.84 9.60 7.99 8.27 5.53
PCB118 1.71 4.53 6.60 7.49 11.35 7.43 6.39 4.68
PCB153 1.54 4.69 6.90 7.76 10.99 8.18 5.31 3.95
PCB138 3.48 4.33 7.85 12.15 11.09 7.15 7.95 6.43
PCB180 1.72 3.26 6.75 5.05 11.97 6.02 4.30 4.54

8.5.2 NINAAOUALLLY (Trueness) Inenadauiiogne Spike sample AfAnududuvetans
nau OCPs way PCBs seAuUAmNULiudu LWudu 8, 20, 50, 100, 200, 500, 1000, 2000 pg/kg AILLTLTY
8% 6 91 WU %Recovery agj’tumm%ﬁaau%’unﬂms lAESEAUAINTNTY 8 pg/ke %Recovery aglu
naifieausURe 60-120% way seduanuud 20,50,100,200,500,1000,2000 pe/ke %Recovery ¢
Tusneawifisensufie 70-120% famnssdt 7
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131971 7 %Recovery (1ae) Y83a15Ngu OCPs Wag PCBs s¥AuALiNtY 8, 20, 50, 100, 200, 500,
1000, 2000 pig/ke

%Recovery (1@de)

Compound 8 20 50 100 200 500 1000 2000
pe/kg  pg/kg pg/ks pg/ks pg/kg pg/kg pg/ks pg/kg

HCB 96.90  106.67  95.30 99.22 93.93 92.86 109.64 90.98
A-BHC 86.10 11500  96.53 95.48 96.63 95.50 104.57 89.77
Lindane 9270 11258  94.97 98.37 94.95 95.07 109.08 99.20
B-BHC 85.05  106.00  90.80 98.93 101.44 91.06 102.13 95.64
Heptachlor 86.80 7858  91.40 84.55 98.01 80.59 94.97 91.14
Aldrin 9208 119.83 10170  100.70 97.93 91.06 101.71 98.61
Oxychlordane 94.45 9508  87.67 94.18 94.68 93.50 104.61 94.63
Hep. Epoxide 90.15  111.42  95.47 101.25 95.33 96.37 11315  102.42
G-Chlordane 88.00 10492  94.97 90.30 102.26 94.62 109.96 97.73
A-Chlordane 91.15 11342  100.37 95.82 100.43 94.87 11323  103.18
p,p’-DDE 8528 11050  97.73 93.70 101.13 96.23 112.15  103.64
Dieldrin 9120 11175  96.97 88.32 100.48 100.41 113.15  101.48
o,p’-DDT 9328  104.08  89.47 88.85 95.54 88.41 105.45 94.84
Endfrin 9343 11350  96.17 89.97 100.18 91.28 106.50 99.54
p,p’-DDD 10270  111.75  95.43 88.13 99.70 81.29 107.92 98.41
p,p’-DDT 90.70  96.17  87.67 84.17 95.79 83.34 101.77 94.43
PCB28 9128  108.67  98.73 102.37 99.75 98.31 106.36 95.46
PCB52 103.60 8200  87.33 91.32 92.50 91.32 101.93 89.31
PCB101 8853  116.08  92.43 97.55 105.19 81.83 105.21 95.47
PCB118 9200 10450  95.67 96.05 98.56 86.35 100.74 89.98
PCB153 91.88  105.08  97.23 95.35 99.77 82.79 107.67 98.33
PCB138 84.925 103.42  96.00 96.08 100.44 90.51 107.93 97.58
PCB180 81.75  86.17  87.07 85.40 100.325 81.64 98.83 82.98

*dmsuilseAuAI1TuTY 8 ug/ke %Recovery agluinasingausufa 60-120%

*smsuiiseaunandudiy 20,50,100,200,500,1000,2000 ug/ke %Recovery ay"’lumm/fﬁyaz/?‘uﬁa 70-120%

8.6 NMsnadauANUludunssasdSnagau (working range)

NAFeURI9819 Spike sample AfiAITNTUvRIANINGY OCPs Wag PCBs sefuAIdLty 8,
50, 100, 250, 500 waz 1,000 pg/ke ANULTUTUAL 3 9 WAZAS1INIINNIATFIUVDIAITUINTFIU
wiazidn wuln AduUszansnisanaula (Coefficient of determination, R?) aglunaeigeusunnans
Fam5199 8
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13197 8 AduUszAnSn1s@adula (Coefficient of determination, R?) wesanngs OCPs Wag PCBs
STAUAMLTLTY 8, 50, 100, 250, 500 wag 1,000 pg/kg

Compound R’
HCB 0.9930
A-BHC 0.9903
Lindane 0.9919
B-BHC 0.9912
Heptachlor 0.9916
Aldrin 0.9922
Oxychlordane 0.9921
Hep. Epoxide 0.9905
G-Chlordane 0.9904
A-Chlordane 0.9908
p,p’-DDE 0.9912
Dieldrin 0.9917
o,p’-DDT 0.9902
Endrin 0.9914
p,p’-DDD 0.9909
p,p’-DDT 0.9924
PCB28 0.9949
PCB52 0.9930
PCB101 0.9908
PCB118 0.9915
PCB153 0.9902
PCB138 0.9915
PCB180 0.9902

9. ATUNANIINARDILALIINTAINANTITNARDY
nsnaaeuAUltliveisnaaeungueasniluaaasu (Organochlorine ; OCPs), way Indnaes

wadnluiiia (Polychlorinated Biphenyls ; PCBs) Tuladudninqomaiia GC-ECD fasauidu

unssvosnsuiasgiuldfe 1.0 - 1,000 ugke d929A1d uidunssveaiSnaaauindu

a

8.0 — 1,000 pg/ke HAMAINULIUIBINIINAGEY TiAududu 8.0 ug/ke agluinmual 60 -120% uagi
sty 20.0 - 2,000 pg/ke egluinasi 70 -120% Trreaniieseglutnasi %RSD < 20% lneAn
mmLﬁmﬁuﬁwqmﬁ’?%‘mmmm3’;%WU1€T (LOD) WinAu 3.0 pg/kg LLazmmLﬁmﬁuﬁﬁqmﬁ’?%mmmm

Usunaula (LOQ) winiu 8.0 pg/kg
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10. UaLEuDUUY

FEvaaeuiildiunsmageunuldldveitneaevi Wuilsinseadeumnldldvesiinadey
AeluiesUfuinis AstinsnsIunegauaugIugy (Proficiency Testing) M3aiinsiUIauiiguka
syminaesUfUfin1g (Interlaboratory comparison) tieli3inageviausansindiaszidodilsd
aNABY

11. AnAnssuUsznnd

mamaimguﬁéﬂuaaﬂﬂiﬁwﬁhm3aaaauamﬂWWﬁuﬁﬂUﬁﬁmiﬁaﬁﬂaquﬂ15ﬁﬂ%m1uﬂ§§ﬁﬁauﬁﬁ
Almmasuniengiaunmduiuedad wag Wvthiesjifinisaueilenms arsanfsuay
arstudeu ndunsinaevamnmidodniuasnandnandn drinameaouamunmaudades Al
aruhemdendlisuinmduinnig waia gunsal saeaauanutiemdeduy wuaulasinnenis
msnTaeunuldliveritnaaeuaisnquessnilunaeiu wazlndrassiundnluiida Tulvludnide
walla GC-ECD

12. wilsdos1984

1. CODEX Alimentarius International Food Standard (CXG 90-2017), 2017

2. Analytical quality control and method validation procedures for pesticide residues and
analysis in food and feed. SANTE/11312/2021.Supersedes Document No.SANTE/2019/12682.
Implemented by1/01/2022.
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