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ACQUITY UPLC™/MS/MSEGC/MS/MSICL?
NE—T7—FhOREREDHHT

" s

EUMBaby Food Directive 2003/13/ECUTI(E, AE—7—
RFhOERANZIESNTOSEBREICOVTHRLTIVNET . 2
D2 EN0.003mg/kgERATNZDN ., $31)(E0.004-
0.008mg/kgnfEI THBMRL(Maximum Residue Limits)
RICHEDODERTLENHIFT , COMFITIE. LC/MSHHTH
B 7FEDRFELIFEORBEMOLOILEE/LLEME. GC/MS
AHNET SN EEEIFEDEE L EYNREINTNET,
SNERERB—FOWNZAIREICTILHIC, LXODDY VT ILOH
H D)=V 7y TERERE SN TSN, 7 b2 MV AVEZEHE
(LD AENREY . BRLEHANODEZEDSHTICE A
ShIRESNTNET, 23)

GCEHPLCIEEBLE B BT DERFEDAITICZASNTNET,
Waters ACQUITY UPLC™(Z o #TEsRIZSEME L. ShICRRE
ER ESERCENEAFEINET  YZO7T)VT—Yav ) — TR,
HPLC/MS/MS., UPLC™/MS/MS . GC/MS/MS#% F (\z25
EORELEELEYEEN - EETILHOIEN OB RED
PHEHZRFELVERRICOVTERBALET,

L] ™
Ultra Performance LC:

THE SCIENCE OF WHAT'S POSSIBLE.

No. 720001436]

YUTINDESE
AE=7—-F10gEELHBECENRD. EIREVEHE
tE&®W%0.001mg/kg A1 D LFELEE, PEFZMIIL
10mL., EKBEREYIR YD L4g, EIEF MO L1gEME .
FLRATEDBISHRIVTH AT ELZ, GC/MSMS A OR
ERIZAEELT, 1ug/mLS-HCH100 u LEMAF L,
4300g TS5 EELD P BELELE, EEAFEIMLED
PSA(Primary Secondary amine)l& & ¥|50mg& &
IKBREER T 2V L150mght A-fmib o B A o0
FICFELFELRE, GC/MSMSAHrDizsHic. C18 200mg
EmMzELE, 30MRERILTFIAICHNIEHEIZS000g T4y
MELODBUELE, EEHBREGC/MSMSICIRE .
LC/MSMSICIF10fEFRMUTEAL., AHTLELE,

ST
Alliance 2795t/)\L—YavEYa—ib
#5L:Sunfire™ C18
2.1x100 mm , 3.5 yum

H7LRE:40°C
FEIHE:A)20mM BEEE 7V EZDL/90% A3 ) -

B)20mMEEEE 7V EZ DL /10% A5 ) =)L
53391V kF:0%B(0%)

—100%B(134)—100%B(174})

FRE :0.3 ml/min
FAZ:50 pl

ACQUITY UPLC™ Y27 L\
#3L:ACQUITY UPLC™BEH C,,
2.1x100 mm , 1.7 ym
NI LIRE 40°C
ZEIHE:A)20mM EFEE7VEZDL/90% AR/ =)L
B) 20mMEFEE 7V EZIL/10% A5 /=)
5591V +:0%B(04)—100%B(5%)

—100%B(74})
FE :0.3 ml/min
FAZ:50 pl

Quattro Premier™XE4Y T LM E @3 E 25 M 5T
174t (ESIRYT4T

FrESUERE:3.5kV

V-RRE:120°C

aJYavHA:3.0e-3mbar

Agilent 6890 GC/7683%*— MY J5—

#3L:Varian FactorFour VF-5ms
30mx0.25mmID, 0.25um

AVARYRIA—:1.0mL/5 AUDL

FiB&H:50°C(1.59)—200°C(94)—200°C(114)

—280°C(15%})
¥ A%:Cyro cooled PTV/solvent vent mode
EAE:S5upL

Quattro microTM GCAYTLAMEBIE R 555t
1741k EI+

rwTHLY 200 A

V—ZiRHE:180°C

JYyavyHR:3.0e-3mbar
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%1. HPLC/MS/MS MRM/{5}*—4

Pesticide Quantification Transition Confirmation Transition Cone Voltage
(Collision Energy) (Collision Energy)

Omethoate 214> 183 (12 V) 214 = 155 (16 eV) 20V
Oxydemeton-s-methyl 247 > 169 (14 V) 247 =109 (28 eV) 20V
Demeton-s-methylsulfone 263 > 169 (17 V) 263 =121 (17 eV) 26V
Dimethoate 230 = 125 (20 V) 230 =171 (15eV) 13V
Fensulfothion-oxon 293 > 237 (19 eV) 293 = 265 (14 eV) 28V
Fensulfothion-oxon-sulfone 309 > 253 (16 V) 309 =175 (27 eV) 2TV
Demeton-s-methyl 231 >89 (12 eV) 231 =61 (30 eV) 12V
Disulfoton sulfoxide 291> 185 (14 eV) 291> 97 (31 eV) 18V
Disulfoton sulfone 307 > 97 (29 eV) 307 =115 (24 eV) 23V
Fensulfothion 309 > 281 (15 eV) 309 = 157 (25 eV) 29V
Fensulfothion sulfone 325> 269 (16 V) 325 =297 (11 eV) 26V
Terbufos sulfone 321>171 (12 V) 321 =115(29eV) 21V
Terbufos sulfoxide 305> 187 (11 eV) 305 =131(28¢eV) 14V
Ethoprophos 243> 131 (20 eV) 243 > 173 (15 eV) 20V
Disulfoton 275> 89 (10 eV) 275> 61 (33 eV) 9V
Cadusafos 271> 159 (15 eV) 271> 131 (23 eV) 18V
Terbufos 289 > 103 (9 eV) 289 > 233 (5 eV) 12V

#2. GC/MS/MS MRM/\54+—4

Pesticide Quantification Transition Confirmation Transition
(Collision Energy) (Collision Energy)
Omethoate 156 > 110 (10 eV) 156 > 79 (20 eV)
Ethoprophos 158 > 114 (5 V) 200 > 158 (5 V)
Cadusafos 159 > 131 (8 &V) 158 > 114 (5 V)

Hexachlorobenzene
Dimethoate
Fipronil de-sulfinyl
§-HCH, Internal Standard
Heptachlor
Aldrin
Fipronil
Heptachlor epoxide
Dieldrin
Nitrofen
Endrin

284 > 249 (15 eV)
125> 79 (8 €V)
388 > 333 (20 &V)
219> 183 (5 &V)
272 > 237 (13 eV)
263 > 193 (25 eV)
367 > 213 (22 eV)
183 > 155 (10 V)
263 > 193 (25 eV)
283 > 253 (10 &V)
263 > 193 (25 eV)

286 > 251 (15 V)
229> 87 (5 V)
333> 281 (10 &V)
183 > 145 (15eV)
274 > 239 (15 eV)
263> 191 (25 V)
369 > 215 (25 eV)
217 > 182 (15 eV)
263> 191 (25 eV)
283 > 162 (20 &V)
263> 191 (25 eV)

[ %3. HPLC/MS/MSEICL3 T EINEL%RSD (n=7)

Pesticide Residue Fruit Potato Cereal
Cadusafos 105 (4) 100 (4) 105 (2)
Demeton-s-methyl 113 (5) 104 (4) 98 (5)
Demeton-s-methylsulione 104 (4) 105 (6) 103 (3)
Dimethoate 107 (2) 106 (7) 104 (4)
Disulfoton 89 (17) 100 (13) 106 (13)
Disuifoton sulfone 106 (6) 103 (1) 102 (3)
Disulfoton sulfoxide 105 (4) 106 (4) 103 (3)
Ethoprophos 107 (2) 103 (3) 103 (4)
Fensulfothion 107 (5) 98 (5) 106 (3)
Fensulfothion-oxon 106 (2) 102 (5) 103 (4)
Fensulfothion-oxon-sulfone 109 (4) 102 (4) 105 (4)
Fensulfothion sulfone 105 (4) 102 (5) 104 (2)
Omethoate 98 (2) 90 (2) 97 (3)
Oxydemeton-s-methyl 105 (6) 101 (4) 110 (3)
Terbufos 108 (14) 85 (10) 98 (6)
Terbufos sulfone 108 (4) 103 (5) 107 (5)
Terbufos sulfoxide 110 (3) 99 (4) 106 (4)

- Woaters

THE SCIENCE OF WHAT'S POSSIBLE.

# 1ICHPLC/MS/MSEICEBMRMINSA—A% R LE
T, LEEMICH L, EERD VY YAy, HRAD
p5UYavEd-VERERELCET,

*2[C[FGC/MS/MSIEICEBMRM/ITA—AERLE
T, UEEMICHL. EERD MY VaVEHEZERAD L
VI VaVERELTVNET,

M EERETRIEHIC. BYAR-R- Lehil A —
A+ VP IWR=2ADRE—T— FICR LT 7R 2D E LR
EHBRETVEUE, REFF%0.001mg/kgz A
I’MHULFELUE, HPLC/MS/MSICLB RIEfER &R 3
([ZRULET, EIUREIFB5%-113%ERIFTLLE,

F7ZHPLC/MS/MS£&(C&£->T. 0.0005¢g/mL-
0.0100 u g/mMLOEEE TEIERR#RZ/ERLL . 4HEE
RE$0.99LL LEERR %L RIFOHERTLI,
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r %4. HPLC/MS/MSERLV B DAV

Pesticide Residue Fruit, Polato and Cereal 2002/657/EC? Tolerance
Cadusafos 0.580 (5) 20
Demeton-s-methyl 0.073 (14) 30
Demeton-s-methylsulfone 0.377(7) 25
Dimethoate 0.780 (6) 20
Disulfoton 0.078 (36) 50
Disulfoton sulfone 0.096 (10) 50
Disulfoton sulfoxide 0.622 (4) 20
Ethoprophos 0.869 (4) 20
Fensulfothion 0.978 (6) 20
Fensulfothion-oxon 0.732 (5) 20
Fensulfothion-oxon-sulfone 0.423(7) 20
Fensulfothion sulfone 0.418 (5) 25
Omethoate 0.862 (3) 20
Oxydemeton-s-methyl 0507 (6) 20
Terbufos 0.248 (32) 25
Terbufos sulfone 0.443(7) 25
Terbufos sulfoxide 0.257 (6) 25

rﬁs. UPLC™/MS/MS;ik(Ic L3 EHEULEL%RSD (n=7)

Pesticide Residue Fruit Potato Cereal
Cadusafos 101 (2) 98 (6) 102 (3)
Demeton-s-methyl 101 (4) 101 (3) 105 (2)
Demeton-s-methylsulfone 119 (3) 116 (4) 119 (2)
Dimethoate 96 (6) 100 (3) 102 (7)
Disulfoton 98 (7) 7 (11) 93 (10)
Disulfoton sulfone 105 (5) 104 (4) 100 (5)
Disulfoton sulfoxide 102 (4) 99 (6) 104 (6)
Ethoprophos 98 (4) 99 (2) 103 (5)
Fensulfothion 103 (5) 104 (5) 101 (5)
Fensulfothion-oxon 101 (4) 100 (3) 104 (6)
Fensulfothion-oxon-sulfone 106 (4) 96 (8) 106 (4)
Fensulfothion sulfone 102 (5) 104 (5) 112 (5)
Omethoate 92 (4) 94 (9) 95 (5)
Oxydemeton-s-methyl 96 (8) 96 (4) 97 (6)
Terbufos 94 (10) 97 (9) 93 (8)
Terbufos sulfone 103 (4) 102 (6) 103 (5)
Terbufos sulfoxide 106 (4) 101 (2) 101 (5)

r' %6. UPLC™/MS/MSERLVEE AN AV

Pesticide Residue

Fruit, Potato, and Cereal

2002/657/EC* % RSD Tolerance

Cadusafos
Demeton-s-methyl
Demeton-s-methylsulfone
Dimethoate
Disulfoton
Disulfoton sulfone
Disulfoton sulfoxide
Ethoprophos
Fensulfothion
Fensulfothion-oxon
Fensulfothion-oxon-sulfone
Fensulfothion sulfone
Omethoate
Oxydemeton-s-methyl
Terbufos
Terbufos sulfone
Terbufos sulfoxide

0.526 (5)
0.130 (7)
0.390 (7)

20
30
25
20
50
50
20
20
20
20
20
25
20
20
25
25
25

Waters

THE SCIENCE OF WHAT'S POSSIBLE.

HPLC/MS/MS % Tld . Disulfoton&Terbufos%
LT ARTDIEEN0.001mg/kgLAXILTS/N3
UL DERETHERINELE, BEREOHERIE. €
ZR—ENTZAF VD EICE TN FE LR, FR4ITIE
SEHOIMNIDAZEALEE IR ZE H &
(n=7x3=21) (LB Id1 A kERLET,
2002/657/EC® ToleranceldEUICLZ AR
METT, Disulfon&ETerbufos®fE. %RSDIFZ
NDFRREZHBERAICHD., BIFTT, Disulfont
TerbufosICBEELTIZ. MRLLAJVICHITZFEEHE
MRM F5V I 93V DREEN+5H 'Clat&b\offa‘)l;ﬁ
HHENRF TR EH-EEZONET,

#£5(CUPLC™/MS/MSSA(C 43 B4R — A - Lohily
HER—2 YYPIAR—ADRE—7— Rt $ 3 7E T2
DEIREARBREITOLHERERLET BEAEEL
0.001mg/kg% /S D LELE , EUREF92%-
118%. HHE%RSDE11% U FETATOILS
st LCRIFLHERTLE,

FIZUPLC™/MS/MS;AICE-T, 0.0005 ¢ g/mL-
0.0100 y g/mLOEEE CEIEB#RE1ERLL . F8ES
FREF0.99LL LEEMRMEQ RIFGHHRETLL,

UPLC™/MS/MS;%Tl& . Disulfoton&Terbufos
EELITARTOIELEHWHN0.00lmg/kgL XL T
S/N3LLEDREETHERENF UL, RO6ICIE3TEFED
Y hUDAEFEAUEEREHAER (N=7x3=21)[CH
(12474 ERLET ., TRATOILEYID%RSDIE
EUDHFERREZEFENICHD. BIFTT, UPLC™ME
FERTIEICEINBRENTESNLLHEEZ ONE
EP
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r' F1. HPLCEUPLC™(- 43 Terbufos®S/NDL &

100 SIN:P1f=89.09 1[ZHPLCEUPLCTMIZ &3 Terbufost—7MS/N®
|i HE&ERLET, UPLCTMTIE—DiIght <z, BEN
) L HPLC BBBEHICS/NIBESNET .
| Terbufos
|'. 14.98
0 - —_— . - Time
1200 1300 1400 1500 1600  17.00  18.00
100 SNPtP=143 23
o UPLC
= Terbufos
0 , ; - - Time
400 500 5 00 700 8.00 900

r E2. HPLCEUPLC™®M) 5 Hr B S0 L8k

%7t HPLCHBUPLCTM AR KEBS 73 L (AN,
‘ AATBEINEREN . HRIENE L LET,
[ | e B2(CHPLCEUPLCTM DA B RIO LB A R UET,
'I, | H | 0.01mgrkg HPLCTF A #8252 TLEH, UPLC™TIZ 105
Al UFICEBENELE,
I 1] [
UPLC
| ‘ | 0.01mg’kg
Nl
| A

11 A Y

r 3. HPLCEUPLC™(CE3E—DIBD 8

K 3IZIEHPLCEUPLC™(C & B Terbufos sulfonetf—
100 11,56 DIED L& ERLET, HPLCTOE—DIE12FMIxE L.
HPLC UPLC™MTIE6FCHHTULET
- Terbufos sulfone
Peak width = 12s
- . - - Time:
11.20 11.40 11.50 11.80 12.00
100 e
UPLC
a8 Terbufos sulfone
Peak width = 6s
y Time
460 480 500 520 5.40
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¥ ma. upLCMBSLOZ RN

4,62
100 Ll X425 % E A 4@ B &£308 @ 0 Disulfoton
Disulfoton sulfone fulfonrt —U?ttiiﬁ’ém LE7, 308 IEI;I}?I?@
* Injection 4 RIE. 64EIDB/EFTAE244E DT MDA E T
ATT  E—IRIRERIFT. EHOEHELLRE
" LIz RN aTEE T L,
375 400 425 450 475 500 525 550
462
100 2001
Disulfoton sulfone
R Injection 308
0 Time
375 400 425 450 475 500 525 550

r %7. UPLC™|Ct3 1 EINE, %RSD. {4 VH,

Pesticide Residue Mean Recovery (% RSD) lon Ratio (% RSD) é Bl': 10*§§E®E73 CIN iy H':;d lJ‘ UPLCTM
Cadusafos 100 (4) 0.542 (6) FRAVESHEITVELE. BELLEYME
Demeton-s-methyl 102 (5) 0.126 (8) 0.001mg/kgE A1 DL TAIE LizkEDF14[E
Demeton-s-methylsulfone 237 (8) 0.396 (9) ”i$t°/0 RSDE§7(:7TT bij—o :nrglo*iigg)&
e e 99:((2) o gg E—7— RCERMER—RE LIS RO D0 A
isulfoton I B i
Disulfoton sulfone 100 (8) 0.097 (8) EI\_Xt LEHEHMJ\UJ.%L\%@E’%?*L'CL\&?O
Disulfoton sulfoxide 102 (6) 0.605 (6) (n=20)
Ethoprophos 101 (5) 0.896 (4) Demeton-s-methyl sulfone%fxZ, FE[EIR
Fensulfothion 101 (8) 0.940 (8) #(389-104%. %RSDIF12LUTERFHHERN
RenSuliCinicn Oxl (O () B/oh# Uk, Demeton-s-methyl sulfonelxd
Fensuliothion-oxon-sulfone 102 (6) 0.896 (4) bt(iﬁiﬁ“i’é’fﬁ'“i lJT-CfJ{" %@Hﬂ@b‘ﬁﬁﬁéni
rene ol on suiens o v Uiz, T3 0h SORBIE RENBHIETS, OB
Oxydemeton-s-methyl 104 (5) 0.541 (5) EE(:OL\'C(;P%‘T&*&E# L_C?T<%E_C¢°
Terbufos 102 (7) 0.323 (12)
Terbufos sulfone 102 (5) 0.496 (6)
Terbufos sulfoxide 101 (5) 0.363 (4)

*  %8.GC/MS/MSIZ43 EImEIRELY%RSD
#KBICGC/MS/MSIEICEB RN -EUwhiLVE

Pesticide Residue Fruit Patato R—ADNE—T— Fl:ﬂ?%7@f?@@ﬂi$§iﬁ5§
e T e EAOTAERERLET,
Cadusafos 86 (12) 91(2) BEZ$3%&0.001mg/kgEA/ MM HLELE,
Dieldrin 93 (6) 84 (7)
Dimethoate 93 (8) 91 (6) ERE(E71%-105%. BERMHE%RSDIE19% L
Endrin 100 (8) 89 (8) TEIRTOEEMICK LT RIFAFERTLUE,
Ethoprophos 82 (M1 86 (10
FiEmE” o Em; 105‘ ( 4; $12GC/MS/MSIAIZ4oT, 0.0005 4 g/mL-
Fipronil de-sulfinyl 99 (9) 102 (6) 0.0100 ¢ g(m L@gﬁ@fﬁﬁﬁﬂﬂﬁ‘%’éfﬁﬁib‘ﬁﬁ
Heptachlor 102.5) 87 @) 1??:%((2%0.7_991«,U:t3"\'C0)1I: ST UE SR
Heptachlor epoxide 102 (8) 93 (7) Eﬁ?fb -°
Hexachlorobenzene 77 (7) 71 (4)
Nitrofen 102 (5) 97 (6)
Omethoate 83 (19) 78 (13)
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r 5. PERE# 6 -HCHOEREDL AR A

&-HCH, Internal Std, Peak Area
1200
'o. st © .. L] LI

1000 . [T e _.l' L ".'... pr 'a .a- — - 2,0t o
E 800
< 600
o
& 400

200

Q T T T T T T T T T T
0D &5 10 15 20 25 30 35 40 45 B0 &5
Injection Number

® 0. Gc/Ms/MsiLa 1AV

Pesticide Residue Fruit and Potato (% RSD) 2002/857/EC® % RSD Tolerance
Aldrin 0.645 (10) 20
Cadusafos 0.364 (10) 25
Dieldrin 0.621 (10) 20
Dimethoate 0.240 (20) 25
Endrin 0.650 (9) 20
Ethoprophos 0.992 (7) 20
Fipronil 0.784 (8) 20
Fipronil de-sulfinyl 0.834 (9) 20
Heptachlor 0.593 (9) 20
Heptachlor epoxide 0.781 (14) 20
Hexachlorobenzene 0.674 (6) 20
Nitrofen 0.846 (11) 20
Omethoate 0.518 (10) 20

FH

NE—T7— R D25 H0ERBEELZOBELEMOOLC
GC/MS/MSH#r&#ErRUELE, M TR ICH T REIURE, R
LRI TOREEELICEVERNIFONE Lz, UPLCTMZEAT 3L
[CLDT. ENBNS/NEEN BN, DT E 2. 5FAE— K7y TS
nNEFlLkE, Choo# R (X EU Baby Food Directive
2003/13/ECOIZEHMLTINET .

XCOT7TUT—v3av)—bORAEIE. University of York(UK). Central Science
Laboratory(UK)&Waters Corporation(UK)D#RIBFZECLZEDTT .

Waters

THE SCIENCE OF WHAT'S POSSIBLE."

BEY #—9—XHEtt www.waters.co.jp
FEAE T 140-0000 HRERIIEIEEI1-3-128 5 0t 2L

Waters

THE SCIENCE OF WHAT'S POSSIBLE.

K 5IC. Quattro micro™ GCICY MDA
HES2EGEALLEEZDOAEIZELEY S -
HCHOL ARV AEZETRULET , %oRSDIE5%¢
RELERERTLUEL,

KOOV MIDAERWVISED( AL
E%RSDZERLET, EUICLBFrBREHH
RNTRIFGHERNGONELL,

S5 3k
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TEL 03-3471-7191 FAX 03-3471-7118

KBR3Z4E T532-0011 ABRREIREFRES-14-10 A bFFHABRE)L 11F TEL 06-6304-8888 FAX 06-6300-1734
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