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Table 1. List of standard values for organochlorine pesticides

Standard Value (ppm)

Analyte

Cattle Muscle Swine Muscle Chicken Muscle Salmon Eel Raw Milk Egg
BHC" 0.02 0.02 0.7 1 1 0.01 0.01
pDT? 1 1 03 3 3 0.02 0.1
Aldrin and Dieldrin®) 0.01 0.01 0.01 0.01 0.01 0.006 0.1
Heptachior” 0.01 0.1 0.01 0.01 0.01 0.006 0.05
Chlordane” 0.08 0.08 0.08 0.05 0.05 0.002 0.02
Hexachlorobenzene 0.2 0.2 0.2 0.1 0.1 0.01 0.5
Endrin 0.05 0.0 0.05 0.005 0.005 0.005 0.005
Chlorpyrifos 0.05 0.01 0.01 03 03 0.01 0.01

The Standard Values for the Compounds in the Notes are Set by the Sum of Isomers

1) BHC (a-BHC, §-BHC, y-BHC, d-BHC) 2) DDT (p,p'-DDD, p,p'-DDE, 0,p'-DDT, p,p’-DDT) 3) Aldrin and Dieldrin
4) Heptachlor ( Heptachlor, Heptachlor epoxide) 5) Chlordane ( cis -Chlordane, ¢rans -Chlordane, Oxychlordane)
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#1721 DB-5MS (0.25 mm i.d. x 30 m, f#/E0.25 um)
717 AR : 80°C (1 min) - (25°C/min) - 150°C (0 min)
- (8°C/min) -270°C (0 min) - (20°C/min) - 320°C (6 min)
HEAMREE @ 250°C, HEAFGE: A7y FUA, Fx
TAHA AR, AR 1l

(2) MSER : WaterstE:# Xevo TQ-S micro

A F AR L APCL, A A UPRIRE @ 150°C, A v ¥ —7 =
—Z{RJE :320°C, AV Vg HRA T
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Table 2. MS analysis conditions for organochlorine pesticides

Analyte Quantitative Ion Qualitative Ton
Qr’ Q3 cvwy?  cEvy? Qr” Q3” cvv)?  CEW)

a-BHC 180.9 145.0 50 15 216.9 180.9 5 10
S-BHC 180.9 145.0 50 15 216.9 180.9 5 10
y-BHC 180.9 145.0 50 15 216.9 180.9 5 10
J0-BHC 180.9 145.0 50 15 216.9 180.9 5 10
p.p'-DDD 235.0 165.0 40 25 237.0 165.0 30 25
p.p'-DDE 316.0 246.0 30 20 318.0 246.0 30 20
o,p'-DDT 235.0 165.0 30 25 237.0 165.0 30 25
p.p'-DDT 235.0 165.0 30 25 237.0 165.0 30 25
Aldrin 325.9 290.9 10 10 3279 292.9 10 10
Dieldrin 345.0 263.0 30 15 380.9 327.0 5 10
Heptachlor 371.8 336.8 10 10 373.8 338.9 10 10
Heptachlor epoxide 353.0 217.0 30 40 355.0 219.0 30 40
cis -Chlordane 408.0 373.0 10 10 410.0 375.0 10 10
trans -Chlordane 408.0 373.0 10 10 410.0 375.0 10 10
Oxychlordane 422.0 387.0 10 10 424.0 389.0 10 10
Hexachlorobenzene 281.8 246.8 10 29 283.8 248.8 10 29
Endrin 379.9 345.0 30 10 3449 173.0 30 40
Chlorpyrifos 349.9 97.0 10 32 351.9 97.0 10 32

1) Precursor Ion 2) Product Ion 3) Cone Voltage 4) Collision Energy
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Table 3. Additive concentration and guideline target value

Within-Laboratory

Additive Concentration Trueness Repeatability .
o o Reproducibility
(ppm) (%) (%RSD) (%RSD)

A 0.001 < ~=0.01 70 ~ 120 25 > 30 >

B 0.01 < ~=0.1 70 ~ 120 15 > 20 >

C 0.1 < 70 ~ 120 10 > 15 >

MRROEZ
1. BRI
&7 Ty BB & BTEHA OB R TR e - TR

EL, 3. NOSMETHIE LR, ¢+ XColbawicks
WCEREHETAHE—I BN 2R L.

2. EERUHEE

VOB ERER D% B & Table 4127~ L7z,

— AW ERIN TR, BEET704~117.5%, BHTRE4.0
~16.1%, ENKEE42~298%ThH 7.
AMEERINTIE, ADHA, BEE-52~113.1%, PHTH
E2.9~11.7%, |WPKEEL7~12.7%, BOBE, EHET14
~108.7%, 3.0~11.0%, 3.4~144%, COEAE, HETST
~109.4%, PHTHIE3.1~10.0%, =EWNKE40~11.6%&3
TR TOREEICEET 2R THo 7.

3. EERM
KHEWRINREICBS T 2EHoE— 71, 73TO
B TS/NZ10% 72 LTz,

4. REMROERRME

— AR (0.01 ppm) WRINIZEWT, b JAVFHIFHT
PERE L= B (0.005~0.075 pg/mL) OB 2 fHEZ8 L
TRER, TRTOMAEW THRERE () 230998 ETH
5T L EfER L.



Mot O, xx, 20xx

e %=

h78

i

904

anjeA prepue)g ay) Swppy Jo s)nsay 2y smoys punoduwio) yory 10} Moy 1m0 Y] (7
anjeA piepuel§ ) Je A[uLojiun € SuIppy Jo $)nsay Y smoyg punodwio)) yoeq 10§ moy soddn ayy, (|

1sK[eue ¢ x SABp T x 7=U

(L 1 6 601 601 €801 1oL 6L ¥6L Ly Ly 998 (4 (24 7001 6 44 6101 4 £y o001 sokdionp)
9 9 676 L'LT 0°ST 798 83 88 ¥'16 (a4 (44 8201 ¥'6 ¥'6 ¥'66 8Fl 8yl 0'86 1'st (44! £€6
LTl LT1 6’16 L01 L0T [at 86 LS 868 ¥'S 143 I'ElL 14 a4 L'801 8Y 8y 0701 143 ¥'e 8701 wpuy
¥l 8¢ P01 vl 611 9701 66 66 L'ST1 [ [ 0°€0T €01 1'6 8'L6 6'¢l 6°¢l 9101 L91 y'L 1'¥01
0°01 001 9LL €6 €6 4% €6 09 YL €9 149 $'86 9L €4, 106 0L 0L £6L S01 s 0°L8 P—
96 0L TIL [4Y! €el voL I'Ll Syl I'6L 9¢ [ 898 8Tl 96 LS8 601 601 ¥'e8 ot L I'vL
I8 18 $'T6 12l 66 0901 08 8¢ 708 0°¢ (4 £'¢01 79 £s 001 €S %9 $'86 £6 6¢ 1'L6 auEpIOAYO
€01 9 08 191 Sel 668 86 86 L'68 IS I's 916 14 ¥'6 06 vl 0yl 06 1t 69 8'LL
88 88 6 001 001 1"¢01 €L Le 918 4 Sy 801 S¢S 9Y 8001 ¥'s ¥ S001 78 0% 696 auepIoN- sunt
€01 6 §08 [y gel 4% 8 w8 168 £s Y [ $'6 $'6 4 £yl (24! 816 86T 0L 6'€8
68 68 96 €6 €6 L0l €8 0 818 (24 (4 6°€01 L9 43S} 8101 S's S's €001 8L 0 ¥'L6 B ——
S0l 6'¢ 108 191 0°¢l £'es Syl ¥'8 [ Syl 811 (4] 06 06 4 S'6 6 968 61T 9L ¥'8L
! L6 096 001 86 6111 08 9 £6 1'6 I'6 07501 ¥'S 8¢ 9°¢01 6 6 €16 1Tl 6 076 S ——
el 69 [y (41 el 868 601 [ ¥'T6 19 19 §'S6 S6 68 1'¢6 £yl £yl 9'T6 1'cl 9 88
¥'6 76 8'¢6 So1 S'6 9°€01 Ls LYy 806 '8 18 £'e01 96 s LT01 I's 'S £98 0Tl s £'¢6 —
£el L9 €88 Lyl (4! 0°¢6 101 101 ¥'101 9Y 9Y €601 S1l 1'6 9'¢6 001 001 016 ¥9T 89 618
86 I'6 TL8 66 83 1901 8L 19 I'L8 79 79 9°L01 79 4 8501 ©s @9 $96 9L 6T 896 -~
12l $9 ¥'e8 6yl ¥l 768 €6 €6 €06 L9 4 166 96 4 768 TLl 9vl 8L8 L1t €9 ¥'L8
88 88 6'L8 Tl 1L L'¢6 901 s €L8 ¥'s ¥'S 9Tl ¥'S 8y 1’701 Ly 9Y S¥6 'L 8¢ L'L6 wpry
[ 69 A 991 gel L'LL ¥'o 4 88 €s Y 096 801 66 L'16 [44! (424! 6'C6 ST L9 TLL
€6 €6 T¥6 601 601 766 79 s 818 s I's 0801 8¢ 9¢ 7601 s s 8101 9 'y €101 1qq-dd
611 6'¢ §S01 €Tl €1l Se0l 19 19 608 6L 9L S'L6 ¥01 [ S101 S'6 6 8201 £8C 9 £96
1°01 1°01 106 1'8 '8 ¥'16 0°¢ £y 9'¢8 6'S 6'S 6°L0T 6°S 9¢ L'801 9 I'v £v01 911 9Y 1°66 Laa-do
Sel £9 656 901 901 6°S6 L8 L8 0CIl 89 s SLIT Lel 06 9'¢6 [ 68 16 L'eT 8 L6L
€6 €6 §'88 ¥l 01l S'68 9 0t 1'€8 s s 6501 LS Le 1°s01 Ly LY 6101 79 e L'66 B
SII 9¢ TIL Syl 8¢l I'LL 191 191 6'1L S'L SL 868 €6 €6 9'¢6 €6 €6 006 ol 19 yoL
€6 £6 1'¢6 66 86 L3801 0L 19 0°€6 ¥'S ¥'S 6101 s 9¢ 9701 I't I'y €201 SL I'e L'66 Q-
1zl 0L €9L 6yl iad! 68L gLl €8 128 ¥L 89 1'9L 86 86 $'86 €01 66 066 STl I'L 796
76 76 096 L8 S8 7001 (4 Ly 808 06 6 ¥'LOT I'y 'y 801 2% L't 886 6Tl e £66 JHE-o
JAU 99 898 £yl I'el oL 88 88 806 06 0 €96 44 6 L'€6 981 9vl 07001 96T 6L L'66
¥'6 76 8'L6 S8 €8 801 (24 9v I'6L L8 Y 1'S01 V4 0 8701 [44 (44 Tr6 €1l 0°¢ I'L6 -~y
L'T1 99 1'88 L'el €Tl 668 83 L8 868 L'y L'y 1't6 101 06 ¥'€6 L'el Lel 6 LT 9 S18
[ 6 $96 £6 'L 1°S6 s 8Y I8 1'8 6 901 (47 'y 8°L01 st I $'66 4! 0°¢ 1°66 ——
101 8¢ 1’68 £yl 811 'L 91 S6 1'68 9 9y ¥'v6 4 6 ¥'96 L'el L€l L'S6 I'le ¥'9 678
4 76 ¥'96 1ol 96 €601 19 8y L'SL ol 09 Sz01 Ly Ly §001 s (Y 168 SII 6¢ 8€6 S
601 S9 §98 yel 0Tl 068 6Tl 4 L'88 4 Sy v'16 I'1l 06 106 L6 L6 798 ¥1e 9 §T6
(as¥%) (as€%) (as¥%) (asu%) (as¥%) (as¥%) (as¥%)
Auqonpoxday  (as¥%) (%) Amqunpoxday  (AS¥%) (%) Aunqonpodoy  (asu%) (%) Amqrnpoxday  (AS¥%) (%) Aunqonpodoy  (aSU%) (%) Amqrnpoxday  (asu%) (%) Aunqonpoday  (ASH%) (%) ey
A10re10q8T Anqereadoy  ssouoniy, K1ojeloqe] Anpqeyeadoy  ssouoni], K101e10q€] Anqeieaday  ssouoniy, Kioyeioqe] Ainqereadoy  ssauaniy K10je10qe] Amqeieaday  ssouoniy, Kioperoqe] Ainqereadoy  ssauaniy, K10e10qe] Amqeieaday  ssouoniy,
WA U WA WA WA “wgm WM
kel NN mey g uowres QLIS UAYIIYD) Q[ISN AUIMG QOSNIA ANB)

$jonpoId AISYST PUE JOOISAAT] UT SanpIsal op1onsad oULIO[YO0UESIO JO S)NSaI UOLEPI[eA f o[qeL



WOR &7 Mk 4 W, xx, 20xx 905

x L b9}

BKFEM R AR SRR (18(bE) ORBIEIC
DT, BHEX v U T HRAEHAWIZAPGCIZ XV MG
MEBR A AT o 7o, FEUEMIRBE OV — R LR Y (FEUE(H
730.01 ppm®DFA1E0.02 ppm) & 72D K 5 HEUERRTE &2 BN
LickZ A, 7B (oA, KOMA, BOmA, ¥
—F, DR EWRE, ARLLOEIN 2B\ TTRTofk
BN TA KT A4 O BEFEICHEA L, RGOSR
MR TE 2.

p'a [

1) KHEFRE - D%, 68, 497-500, 2014.

2) RHHE : WP, 68, 628—632,2014.

3) WEART M, MEAE A, AR, i SRR,

51, 144—149, 2000.

4 BAREE, BAKRH, BWES  HAEIHER, 52,
97-99, 2001.

5) AL, B OER, WARmA, fhc B
4, 54,171-173,2003.

6) BATA, BPHZ, WARMA, M HAEELH
TR, 55,221-223,2004.

7 BAREL, EBPH I, EARML, i KRR
T, 56,211-214,2005.

8) WA AR, 64,31-37,2013.

9) /INHRBRAC, VEIFSERET, KRETH &, fl: At
T, 69, 197202, 2018.

10) ZREAES, /DRERR, EFRFET, M B2
LA, 70, 181-185,2019.

1) RETHEE, AWRERR, BEHEET, M 3Ot
BEH, 71, 217-221, 2020.

12) KETHE &, /IR, BEIFEET, fth o Bt
TEH, 72, 297-301, 2021.

13) KETHE &, /IR, BEIFEET, fh o Bt
TEH, 73, 233-238, 2022.

14) HEAE, DWRERR, BEIHFERET, o B
vEWR, 73, 239-243, 2022.

15) BASBHEAERRLBRLLZEMEBRN  BRELI12
24 H1hE, BN PICEE T 5 RIEEICET 2Bk
DZYMHIM T A KT A > O—FekIEIZ DN,
k22412240,



906 W o /B & W ' F O, xx, 20xx

Validation Study of the Analytical Method for Organochlorine Pesticide Residues
in Livestock and Fishery products by the Atmospheric Pressure Gas Chromatograph
Tandem Mass Spectrometer with Nitrogen Carrier Gas
Yuki OMACHI?, Maki KOBAYASHI? Yuri SAITO?, Yuka MORITA?, Yuki HIRAISHI?, and Shoichi TAHARA?

In response to the recent shortage of helium gas supply, validation study was conducted for an analytical method for quantifying
residual organochlorine pesticides (18 compounds) in livestock and fishery products using an atmospheric pressure gas chromatograph
tandem mass spectrometer with nitrogen carrier gas. Standard solutions were added to seven types of livestock and fishery products to
achieve the standard concentration of organochlorine pesticides. Three analysts conducted a two days trial with a parallelism factor of
two. The results showed that the method met the target values outlined in the Japanese guidelines for analyzing residual agricultural

chemicals in foods, validating the analytical method.

Keywords: pesticide residue, livestock/fishery products, organochlorine pesticide, validation study,

atmospheric pressure gas chromatograph, tandem mass spectrometer
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