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INOEFBEIL, BKIBICH T 2BRDBICE > TERT
DHBRIEYM T, T/ /OO0 (MCAA), Yo OO
# (DCAA), MU OO (TCAA) D3 MAICEL T
HEKEEEICEVWTZENZENEEE (MCAA: 0.02 mg/L,
DCAA: 0.04 mg/L, TCAA: 0.2 mg/L) BAESHSNTVET,

MERNOFBRBORBRE (1) & LTE, ARHMHE
ICDT VI AR TAFIVEL GO/MS THIY B F A UNE
TNTOVELEDR, FRUEEEFBESTE 66 5K
WU LC/MS (/MS) AW R tEDFZICEBMENE Lz,
Z D LC/MS (/MS) FERE Tld GC/MS A TITHhN T WA
WHPRIES KUFERBRIEEER L TY Y TV E LU
MS (/MS) NEBEEAT 58, DMIEEBRDOKIREZE
B ENET V2,

T T TIELC/MS (/MS)

HEEICRIY, U T VNERE

Liquid Chromatography Mass Spectrometry

;1) 7 JVEERRE LC/MS/MS Z BNz
JNOEEELEE 9 B DR

Analysis of 9 Haloacetic Acids in Drinking Water Using Triple Quadrupole LC/MS/MS [LCMS-8040]

Fig. 1 ICIZ#5AR 0.001 mg/L O MRM 2 O% F 55 L%
RLFE L, SO D 0.001-0.2 mg/L ICB T 3 EEFELR
MH LU 0001 mg/LICHBIF3E—rmEEBEME (n=3)
% Table 11TRLE Lce WINDHMDE BRIFEEREDFE
BEN, £7/20001 mg/L BIFHEBEMBEIRME (%RSD) &
5% TFCL,

EBEDOKEKE R Z BN TR/ N\NOFBREDEE & HRNEUR
HEBREITVE Lz, SBRETIERKPICEREDRA A >
ELARENSHZEICIE, BEBICISCTRBRKDT =27y
THEADEDZBEEINTVWETH, SEDOKEKEZEDT
ICDWTIEAEKFROIRMER D IC K BBEEEHEITHERE
ng (Fig.2), 90~ 110 % ORFEEINENMISNE LT
(Table 2).

T. Tsukamoto

BE0HET LCMS-8040 # HWNT, KEEEDWRTH S E
D3 HAICEBFNIEEOERE/\OFEIE 6 O ZMA T
INOEEREE O D O—F P lE BN LET,
(x10,000)
11,146 139.00>35.00(- >@1*zo 0
172.90>82.90(-)@
182.90>78.90(-)@ 3*4 00
218.90>128.90(-)@4*1.50
262.80>172.80(-)@5*0.60
206.90>116.90(-)@6*0.40
252.80>162.90(-)@7*0.60
296.80>206.80(-)@8*1.25
340.70>250.80(-)@9*2.50

1.00 —

0.00 —

15 20

Monochloroacetic acid (MCAA)  : m/z 139.0>35.0,
Dichloroacetic acid (DCAA) 1m/z172.9>82.9,
Dibromoacetic acid (DBAA) 1m/z 262.8>172.8,
Bromodichloroacetic acid (BDCAA) : m/z 252.8>162.9,

Tribromoacetic acid (TBAA) 1 m/z340.7>250.8

Monobromoacetic acid (MBAA)
Bromochloroacetic acid (BCAA)
Trichloroacetic acid (TCAA)

Chlorodibromoacetic acid (CDBAA) : m/z 296.8>206.8,

:m/z 182.9>78.9,
:miz 218.9>128.9,
:miz 206.9>116.9,

Fig. 1

INOEEESSE 9 RUAMEEEATR (0.001 mg/L) D MRM 201X M 5L

MRM Chromatograms of Haloacetic Acids 9 Mixture Standard Solution (0.001 mg/L)
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Table 1 REMOERMELC—VERBEBRME Table 2 FGEKFHDDHTHEREAMEILNE

Linearity and Repeatability of Peak Area Quantitation Result of Drinking Water and Recovery
1ERSRER Area %RSD AERTREE BN E%
0.001-0.2 mg/L 0.001 mg/L mg/L 0.001 mg/LiA0A
MCAA 0.9956 26 MCAA N.D. 92
MBAA 0.9988 0.3 MBAA N.D. 102
DCAA 0.9950 2.7 DCAA Tr. 109
BCAA 0.9960 19 BCAA N.D. 104
DBAA 0.9965 0.8 DBAA Tr. 99
TCAA 0.9987 0.7 TCAA 0.0031 105
BDCAA 0.9991 12 BDCAA 0.0017 103
CDBAA 0.9983 33 CDBAA 0.00034 105
TBAA 0.9956 0.9 TBAA Tr. 98

N.D.: JEt&, Tr. . JBEfE

(x100) (x1,000) 15 (x10,000)
7.57 ; T A
i Standard 3.07 i Standard ] Standard
I Sample spiked N Sample spiked ] N Sample spiked
5.0 MCAA | Sample blank 2.0 MBAA | Sample blank 1.07 DCAA al Sample blank

15.0 175 min 175 20.0 min

(x10,000) (x10,000) (x100,000)
1'00-5 A Standard 2.0 A Standard 1004 Standard
0753 BCAA | ISRt | 1] DBAA RS | os] TCAA | s biank
0.50-; “ 1_0-2 \ 0.50 ‘
0253 os4 N
0.00 E O.OEiF,\*”'J%’)Jﬁ . 0.0 . . -
20.0 22.5 min 25.0 30.0 min
(x10,000) (x10,000) (x1,000)
5.07 Standard Standard i Standard
BDCAA Sample spiked 101 CDBAA i Sample spiked 5.09 TBAA | Sample spiked

Sample blank : A Sample blank Sample blank

Fig.2 1Z#A% (0.001 mg/L), 7oV KEKBLURAMS 0.001 mg/L ZFNNLTZAKGEKD MRM 7O M 5L
MRM Chromatograms of Standard Solution (0.001 mg/L), Drinking Water Blank and Spiked Each Haloacetic Acids 0.001 mg/L

Table3 st
Analytical Conditions

Column : CAPCELL PAK MGII (150 mm L. x 4.6 mm I.D., 3 ym)
Mobile Phases 1 A: 0.2 % Formic acid-water, B: Methanol

Time Program 15 %B (0 min) — 100 %B (38 min) — 5 %B (38.01-50 min)
Flow Rate 1 0.2 mL/min

Injection Volume 150 L

Column Temperature :30°C

Probe Voltage 1 -3.5 kV (ESI-negative mode)

DL Temperature :150°C

Block Heater Temperature 1400 °C

Nebulizing Gas Flow : 1.5 L/min

Drying Gas Flow 215 L/min

DL Voltage/Q-array Voltage : Using default values

MRM Transition :MCAA m/z 139.0>35.0, MBAA m/z 182.9>78.9, DCAA m/z 172.9>82.9,

BCAA m/z 218.9>128.9, DBAA m/z 262.8>172.8, TCAA m/z 206.9>116.9,
BDCAA m/z 252.8>162.9, CDBAA m/z 296.8>206.8, TBAA m/z 340.7>250.8

[(BE k]

DHEMKF, ZAES, AREEE BNES REI7OX NI ST /BEDNFHCE BACEKRD/N\AFFEEOEEEDOMRI. HGERRMES,
907, 18-22(2010).

) HREMKR T, AREEE, IEL, BAZIE, LARER, ANTE  BAF VEFE BT SKEKPO/NOFBRED LOMS LU LO/MS/
MS DITDEERBEDIREE. HERRMSE, 931, 20-27 (2012)

hR3ETT © 2013828
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INOFFBBILEKNEBITH T 2IERNBICE > TERT
ZEERLEMTT, E/7OO0EE (MCAA), Y/ O0OE
% (DCAA), MU OO (TCAA) D3 mIcEALTIE,
EEFEHEDKEKEEEICTHEWVTETNZTNEREE (MCAA:
0.02 mg/L, DCAA : 0.04 mg/L, TCAA: 0.2 mg/L) HE&
SNTVWEYT, INS/N\OFE 3o 0ERE (Hnk) &
LTI, BREHMERICYT VAR ERBVTHERL L GC/
MSICR W BIET 2FENMRBRENTVET,

TH24FE 481 BLY, NOFBREOEMNREBRES LT
LC/MS (/MS) ERBWzaBEA MDY £ Lz (FR 24 F
EEFBEESTENS  KEEEICHITZIEATDOREICE
DEEEFBARENED D HED—HEZHRET 514), D
LC/MS 7E1E GO/MS ETRE TH - IR BIHIRIES KUF

Liquid Chromatography Mass Spectrometry

tU 7 IVEERRE LC/MS/MS ZRB WL e
NOEFEERD 3R

Analysis of Haloacetic Acids in Drinking Water Using Triple Quadrupole LC/MS/MS [LCMS-8050]

EVDSEDTHY, DMIEEDOHMEIDNBEREEINTOET,
RK7FVr—23 22— TETO LO/MS OEEREITE]
Y, MUTIVHEBRLE S5 LCMS-8050 ZA LN z/\O
Bl 3 s DM RN LE T,

ROMEHETIE, ESIRTON M FE T A—Y—
A4 F ITHWT, MCAA B 3.1 31T DCAA H* 3.4 73 IC,
TCAADS2pIcZNZTNAE L, KEREERRLEL
fzo Fig. 1120.001 mg/LICHIFD MRM 2O b J 5 4
HERLEF LIz, & D 0.001 — 0.1 mg/LIcHIF2KRE
RE/RES LT 0.001 mg/LicdiF -V HREEHFRLE
(n=5) ZFig.2lcRLELfE. WFNORHDTLER
BED 110U T TH S 0.001 mg/LicHW\TEHBEEBHIRME
(%RSD) &3 % LT T LT,

BRI A L COKERFONOFBEEBESTT 5 T. Yoshitomi M. Kobayashi
(X 1,000) (X 10,000) (X10,000)
3 MCAA ] ggg\?mg/L e
1 0.001 mg/L ] 15] 0001 malL
0.75 1.0 ]
0.50 ] 1'0':
: 0.5 :
0.25- ] 0.5
0.00 0.0 0.0
25 3.0 35 min 3.0 35 40 min 45 5.0 55 min

Fig.1 ®/7008EE, D700, bJo7OOFE (& 0001 mg/L) ZEEAKED MRM 7OX 514
MRM Chromatograms of MCAA, DCAA and TCAA (0.001 mg/L)

0 EfE (X100,000)

Efa (X 1,000,000)

Efa (X 1,000,000)

MCAA ]
0.001-0.1 mg/L i
] 4.0
3.0+ ]
3.0
] R2=0.99855 ]
20 i R =0.99927 ]
] 2.0
1.0 ]
- 1.0
E EfE%RSD (0.001 mg/L, n =5) ]
] 2.87 %
0.0 0.0

DCAA
0.001-0.1 mg/L

FEfE%RSD (0.001 mg/L, n =5)
279 %

(Y i TCAA
7.5 0.001-0.1 mg/L

5.0

R2=0.99313
R =0.99656

R?=0.99624
R =0.99812

2.5

EfE%RSD (0.001 mg/L, n=5)
1.39 %

T N T 00 T T
50 BE 0 50 smpr

0 50

3 |
i
o

Fig.2 MRERDOERIELC—VERIEBRRME
Linearity and Repeatability of Peak Area
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Tz, REBEOKEKZBWT, N\OEBEOEE & RNE
IWEBEZTWE Ll (RBERETOLSICT7ZAO)LEY
B b LAENKEK 100 mLICHL 2 mgMATWEY),
Fig. 31T, KEKHB KU/N\NOFEE 3 A 0.001 mg/L & 70
LfeKEARKD MRM 7O b7 2 L& RLE Lz, BINEIE

S5EO#YIR UAIEZTL, TOTFHEBELISER LE L.
HEBRETIIBRKPICERBEDRA A VELNFENDHAEIC
&, BECSCTHBRKDY =27 v &7 EDEHEN
TWETH, 56, KEKODEEDITITENT, REMDIC
KRBEERGHEIFHEEREINELATLT

M CAA blank drinking water DCAA blank drinking water TC AA blank drinking water
(X 1 OOO) 0.001 mg/L spiked (X 10 ooo) 0.001 mg/L spiked (X 10 000) 0.001 mg/L spiked
1.257 ] .
1.001 1.5 2.0
075 104
0.501 ] 1.0
i 05—_ 1
0.251 - ;J/\\ //\\
] 0.04 0.0 .
0.00 — T T T T T T T T T T T h T T T min
2.5 3.0 3.5 min 3.0 4.0 min 5.0 5.9
FHEEE  (RINEE0.001 mg/l, n=5) FHEEINE  (RINEE0.001 mg/l, n=5) FHEEINE  (RINEE0.001 mg/l, n=5)

102.6 % 108.3 % 107.0 %

Fig.3 Sample 1 DTSV UAGEKBIOE /7 OOEEE, 7008, ~JIOOFE (& 0.001 mg/L) &ARILIZKEKD MRM 70X 754
MRM Chromatograms of Drinking Water Blank and Spiked MCAA, DCAA and TCAA (0.001 mg/L)

CDEERTIIEE S 4 DOMIEH S KGEK (Sample 1~ 4)
ZEKL, AMEIGRZITVE Ui, TORR, Bkt
IREES, EOY U TILH5E 90 ~ 110 % O REFEEINY

EZPMFoNE LT (Table 1), iz, KEDSBHEENTZ/N
OEFBEOREIFVI NG EEEUT T LT,

Table 1 ZKEAGRDDHTHER & ARIIEINNEER
Quantitation Result and Recovery of Drinking Water

| Sample 1 | Sample 2 | Sample 3 | Sample 4

DCEAEUBRE o DGEKERBE o EAGERE o . EAEREE oo

T gD Bl (%) (mg/L) [ElRE (%) (mg/L) EICCON (mg/L) [ElRE (%)
MCAA Tr. 102.6 0.00076 103.6 0.00069 94.9 0.00034 100.4
DCAA Tr. 108.3 0.01151 101.7 0.00742 102.9 0.00635 923
TCAA Tr. 1071 0.00861 107.2 0.00622 104.5 0.00452 102.9

Table2 Mgt
Analytical Conditions
Column :CAPCELL PAK MGIII (150 mmL. x 3 mml.D., 3 pm)

Mobile Phases :A 0.2 % Formic acid-water

1B 0.2 % Formic acid-methanol

Flow Rate :0.5 mL/min
Column Temperature :50°C
Injection Volume 125 uL

Probe Voltage :-3.5 kV (ESI-negative mode)
DL Temperature 1150 °C
Block Heater Temperature : 100 °C

Interface Temperature 1100 °C
Nebulizing Gas Flow :3 L/min
Drying Gas Flow 5 L/min
Heating Gas Flow 215 L/min

MRM Transition :MCAA; m/z93.00 > 35.00
:DCAA; m/z 126.90 > 82.90

:TCAA; m/z 161.10 > 116.90

IRFTT © 2014448
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Liquid Chromatography Mass Spectrometry

N )V EMRE LC/MS/MS & B WL T
7 x./—IVEDS

Analysis of Phenols in Drinking Water Using Triple Quadrupole LC/MS/MS [LCMS-8040]

71/ —)VEIERKILIEBIETERT HESRIER CTH
W, 7T /=, 2- 4007 T/ —Ib, & 4007 /=)L, {x1,000) — SR
24-Y00071/—)b, 26-Y/0A71/—)b, 246 58] +Chlorophendl s 12705 301
NUSORT I/ —ID 6 HAN, BEHEBE DKEKEE ] Zebctoerd  mi 10102551
1 ,4,6-Trichlorophenol miz >35.
EOWREGH>TVWEY, TNST 1./ —)VEE6 B DEER z_o«: E
E (TR & LTI, BT - FEMEL -GO/MS EHE ] H
EHSNTUVET, 151 T e 45 B
T T T UHPLC/MS/MS |2 & B DT Bl Z TN LE S - g N S g
LC/MS/MS Tld GO/MS & IE R, HEMrtEBBEE L 107 CRR I 2
Wz, SFEEOERAEETNET 12, ] [ - <
T. Tsukamoto 0'5‘: \
0.0 -
T T T T T T ™
M UHPLC/MS/MS € & B3R 20 >0 o mn
UHPLC/MS/MS Analysis ) e e S S -
Fig.1 7x./—)VEEREARDIAYAOX NI ZL (MRM)
HABOFEILZ, STRETCHAEMEIME - FE/KL -GC/ Mass Chromatograms (MRM) of Phenols
MSEEBERICEEHEETWVE Lz (Fig. 2). EMEAZ A
ICENBBRFLYIEZIINYE Y - X271) L— bR .
=08 500 mL 18R CpH 2158
- EMAVE LT, S 500 m P
Fig. 1 iK% 6 Fia4& 0.4 ng/L OB RERIE L InertSep PLS-3 T
GEERLE L, BKERIRERERHICKY 50 SREE 230mg FERUK 5 mL
TWEKTDT, BAKPDREICHRET S E 0.008 l.lg/L (=] 59[’,5% ¥EHI7K 5 mL
HLE9, Table 1 |[THEKERIEHRE 0.008 ~ 1 ug/L D I
FICTIER LR ERDBIRE S 0.008 ug/L IcHIF2HIR Bk BE 10 min
MERLELE, WIThORDICDOVWTHLREFGERIELH T
BEINEENTVET, -~ AR/ —]b2mL
1
TR KTI0 mLICES
L 72
D
Fig.2 BIRLIRIRIE
Preparation Flow
Table 1 RERSIUFRME
Calibration Curves and Repeatability
FAFRRE RAGERHEERE =E%R ETRIERIRME%RSD
(ug/L) (ug/L) i (BRERRINEE)
Phenol 04 -50 0.008 -1 0.99938 74
2-Chlorophenol 04-50 0.008 -1 0.99967 4.5
4-Chlorophenol 04-50 0.008 -1 0.99960 5.0
2,4-Dichlorophenol 04-50 0.008 -1 0.99966 39
2,6-Dichlorophenoal 04-50 0.008 - 1 0.99960 7.0
2,4,6-Trichlorophenol 04 -50 0.008 - 1 0.99960 7.8
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W7KIE7K % AU RN EIR AL BR
Spike and Recovery Test in Drinking Water
TOAMEZRBWNT, KEKITDOWT T 2/ —)VEOARIME
INEHER & ITWNE LTz, Fig. 31T, 72V 7 KEKEZFLEL 2
HARBL0T7/ —IVERNDERKRDREIKEEL TS
0.08 pg/L #AM LD A7 OX M7 2L (MRM) &R
LELfce TNHODOFRMEEET =/ —IVEORE%EE (6 7D

=71/ —IVOBITHEELT, 0.005 mg/L LT D 1/10 1
BELET., SEDHTLIACEKERIT DOV TEIFEM D 1K
DHMELGHERFIEEBINETEATL (Fig. 3), &z, 90~
110 % & RFGEIRENMGSNE Lic (Table 2),

(x10,000)
1.0
0.5
| Y N,
O'O_ T T | T T T Ii;fir(;_\Ti)I‘?I#' T T T | T T T T | T T T T | T T .
1.5 2.0 2.5 3.0 3.5 4.0 min
15 (x10,000)
T 4—Chlorﬁphenol 2,4-Dichlorophenol
1 0_ Phenol 2-Chlorophenol H
1 g ‘\‘ \‘ 2,6-Dichlorophenol 2,4,6-Trichlorophenol
0.5 | a /\
OO_- T T | T T T T ; T | T T T T | T T T T | T T .
1.5 3.0 35 4.0 min
Fig.3 75> 77KiEKeEN (L) BRUEERRMAEAKERE (0.08 pg/L ) (F) OXA7OX M ZL (MRM)
Mass Chromatograms (MRM) of Drinking Water (Upper: Blank, Lower: 0.08 ug/L spiked)
Table 2 ZAMNEMNEERIER (n=5)
Result of Recovery Test (n=5)
[ElUY =% [EIY %
(0.08 pg/LHEY) (0.4 pg/LHES)
Phenol 103.7 99.6
2-Chlorophenol 104.8 100.1
4-Chlorophenol 104.1 100.2
2,4-Dichlorophenol 104.6 1004
2,6-Dichlorophenol 102.0 100.3
2,4,6-Trichlorophenol 105.6 99.3
Table3 &t
Analytical Conditions
Column - InertSustain C18 HP (100 mm L. x 2.1 mm I.D., 3 ym)
Mobile Phases . A Water
: B Methanol
Flow Rate 0.5 mL/min
Time Program : B conc. 40 % (0 min) — 95 % (4.8 = 5.4 min) — 40 % (5.41 — 7.5 min)
Column Temperature 140 °C
Injection Volume 150 pL
Probe Voltage . -3.5 kV (APCl-negative mode)
DL Temperature 1200 °C
Block Heater Temperature : 200 °C
Interface Temperature :350°C
Nebulizing Gas Flow 3 L/min (Air)
Drying Gas Flow 25 L/min (N2)

MRM Transition

: Phenol: m/z 93.0 > 65.0, 2-Chlorophenol: m/z 127.0 > 35.1, 4-Chlorophenol: m/z 127.0 > 35.1,

2,4-Dichlorophenol: m/z 161.0 > 125.0, 2,6-Dichlorophenol: m/z 161.0 > 35.1,
2,4,6-Trichlorophenol: m/z 194.9 > 35.1

BE
1) ARHEREE,
REY. B 22 BRBEFHRR,

N\AERL, HEMKT, ZAER, A+HERERA  BEEMHE - LOUMSICKSHGEKFT =/ —bRT70O87 =/ —|VEODHTED
p.586-587 (2013)

2 AREESE, IMESL, EBEER, BBEHR, AR, AR, BRERTF, BAZE MARR, ¥MES, LA AHERHR:

BHE— LOUMS 3B £ 57 1/ —IVEREADZ ST, 5 23 BRFCENRR,

p.126-127 (2014)
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Ay FIEREMARREIE LT, 57020, Tz
ULY > EKEEAZERE LTENZTNLECAVSNTULE
T, TNOREIK, KEKIBWIKEEELBEINEIE
BEETNZKEBEEERFTEBOERREICRESN, BE
BAEDHESNTVBEDDESE TREZEICDOVTIEIREINT
WEHBATLT

TR 27 F3 AOEEFBHERRBICERE R (KHE

[LCMS-8050]

Liquid Chromatography Mass Spectrometry

;1) 7 IVEEER LC/MS/MS & BN ekoE K
DAHIVZYy T-ES7QZIb-T7 ) LY VDS h

Analysis of Cartap, Pyraclonil and Ferimzone in Drinking Water Using Triple Quadrupole LC/MS/MS

CZTE, TO3IWDDBRERETHBHIAFGE20D 2
FREIOR NI ST -BEPMEHCEZ2—FRE] ZH
Wiz TN LE T, AR Y TIdKPTRTA RN
FIOUICHET BHD, XTAAMFIVELTRAELE
o Ffe, JTVLVVIFEMEE L TERB LT ZEKH
FETAHLHBELILBELGYET,

T. Tsukamoto H. Horiike

03258385~6%8) Ic&Y, KEEEEZRETEEONR
BEDSEREAENEDOSNTWEL SERETHSHI
a2y, o0z, 7LV VICDWVNT, LL/MS/MS
ICEKBBEENTRINE LT,

WERSAAMFYY (BIVEY D), ES2OZIV, 7Tx)LY VEBSIELERKRDDH

Analysis of Nereistoxin (Cartap), Ferimzone, Pyraclonil Standard Mixture

XTARA NV Y, ESvOZ)b, T2 )LV ITDNT

Fig. 2 (CEZBRMED 1/100 BEZ &S frEREICE TS

SEEBO 1100 BEOZERRZAE LLEER, B§oN0 BRERPLURBREADR/NEEICHITHBIEEERLEL
feMRM 27 0O< b2 L% Fig. 1 lTRLE Lz, feo WTNEBEFLRBEREEBRENMESNE LT
] Nereistoxin 30000 Pyraclonil  Ferimzone
12 g/l 1 0.1 pg/L 1500007 g474k
7500 1 17%%0.25 ug/L
] 20000 100000
5000- ] ]
] 10000 b
2500 : 5oooo:
04 0 0]
4o 7 7 7 sig min " 70 " g0 min 90 "100  Min

Fig.1 XZAANETY, EZ570Z)0, 7TVLY YV EREFERRDE MRM 7O ST S

Mass Chromatograms (MRM) of Nereistoxin, Pyraclonil, Ferimzone Standard Mixture

EfE (X 1,000,000)

mH& (X 1,000,000) mH& (X 10,000,000)

EfE (X 10,000,000)

Nereistoxin 4.0 Pyraclonil Ferimzone (E) Ferimzone (2)
15 15
2.0 .
3.0
1.0 1.0
2.0 10
0.5 1.0 0.5
0.0 +=&H—r—+——FW—————~ o0.0fF¥H————wF/W—F77———F+—— 0.0 FH—/———F——"— 0. 0F¥——F7———"7"—
0.0 25.0 BE 00 1.0 20BE 00 2.5 5.08E 00 2.5 5.0 BE
FAAERRE 53 R? Ef&E(E%RSD (N = 5)
Nereistoxin (Cartap) 1-50 polL 0.999 2.9 % (1 pg/L)
Pyraclonil 0.05-2.5 pg/L 0.999 2.4 % (0.05 pg/L)
Ferimzone (E) 0.125-6.25 pg/L 0.999 0.7 % (0.125 pg/L)
Ferimzone (2) 0.125-6.25 pg/L 0.999 1.0 % (0.125 pg/L)
Fig.2 HEXPLUEREFIRME

Contribution and Repeatability of Peak Area
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WKiEK & B RN EYN G ER
Spike and Recovery Test in Drinking Water

KEKZERWCEZZAAMFY Y, EZ7B )L, 71V
LYY ORIERERZITOE Lz, B3R L L TAKEKD
BRBERRECE, 7XOWEVEBS MUDLTELS, FF
e S U LZBVE Lic, (GEKT LIZDE, 20 mg7Nin)

Fig. 3 ICATMUIBZRFH DAGEKS L UE MDD EZED 1/100
BE (RIARAMFY Y29/, €Z270Z/0 01 ug/L, 7 x
ULV Y EGRBLU ZHEK %0125 ug/l) ZaILEFEHF DK
EAKITARMLIESE MRM 7 AR S L% RLE LTz,

[EUVEE 5 EORE LAIEDOFIEBELVER LE L,

Table 1 IIRTEY, XTARAMFIIL102%, 7T LA
VNS ERT 95 %, Z/KT100%, EZ7 02095 % &
B ERIEONE L,

%, SEREICAWVOEMEIE, Table2 D&Y TY,

Blank drinking water

Blank drinking water Blank drinking water

(X 10,000) Nereistoxin 2 pg/L spiked (X 10,000) pyracronil 0.1 pg/L spiked (X 100,000) Ferimzone(E+Z) 0.25 pg/L spiked
1004 ]
OO: 3.07 1.5
0.751 1
] 2.0'_ 1.0+
0.50 ]
] 1.0- 0.5-
0.25+ 1
0.001 0.0 0.0
2 T T T T ,5 T Imin — ,7 — é — |I'n|rl1 . T T 1IO T T T miln

Fig.3

NEK(TZ20) BLORZAANEYY, ES702)0, 7TULY VEFMUZKEKD MRM 70O 87514

MRM Chromatograms of Drinking Water Blank and Spiked Nereistoxin, Pyraclonil, Ferimzone

Table 1 FIIEMNGEERAER (n=5)
Result of Recovery Test (n =5)
AINEE EUNEE (%)
Nereistoxin (Cartap) 2 pg/L 102
Pyraclonil 0.1 pg/lL 95
Ferimzone (E) 0.125 pg/L 95
Ferimzone (2) 0.125 pg/L 100
Table2 Hfrgts

Analytical Conditions

Column

Mobile Phases : A5 mmol/L Ammoniu

. L-Column2 ODS (75 mmL. X 2.1 mm|.D., 2 ym, CERI)

m acetate-Water

B 5 mmol/L Ammonium acetate-Methanol

Flow Rate 2 0.2 mL/min

Time Program

Column Temperature 140°C

Injection Volume 210 pL

Probe Voltage . 4 kV (ESI-Positive)
DL Temperature :200°C

Block Heater Temperature : 400 °C

Interface Temperature :200°C
Nebulizing Gas Flow 12 L/min
Drying Gas Flow 210 L/min
Heating Gas Flow 210 L/min

MRM Transition
Pyraclonil m/z 315 >
Ferimzone m/z 255 >

2B conc 5 % (0 min) =45 % (2 min) =75 % (12 - 13.5 min) = 5 % (13.51 - 20 min)

. Nereistoxin (Cartap) m/z 150 > 105

169
91

IRRFTT © 2015488
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TIVRY Z—MET7 2 /BR
IFEREREH & LTLE
Y— b B LER KR TREE

AFIVI VB (AMPA) &RV ET,
FRL27 F£3 BOBREHBERFERNERREH

0325%38~8H6%5) IT&V
HHOWREBED S bRESE
THB5TIVKRYZ—MIDWNT
mENnE Lz,

WERlDFI LI

Preparation of Sample

RIRAZE 22 T, BERERETC/ORER -9- T)LF
LZIbAFIL (FMOC-CH) ZRWTHEEARL Lk, EiE
HHICEVERBRLE T, Fig. 1ICHFER LT IVERY

F— bk, JUKRY—F, AMPA

£z, Fig. 2 (cgiiuB70—RazRLE LTz,

LC/MS
Liquid Chromatography Mass Spectrometry

N 7 IVEEGE LC/MS/MS % BN K8 K
DTIVRY Z— k) KT — b -AMPAD DR

Analysis of Glufosinate, Glyphosate and AMPA in Drinking Water Using Triple Quadrupole LC/MS/MS
[LCMS-8050]

RERELT, JUKRY— SEIVIVRY Z— b DIREFEE L ORENTRIRAE 22

BEnTsY, Ffe, UK D FFEARL - EEME - RIE7 O N5 T - B8
NTCERT BMEDL, 73/ IC&kB—FNIE] TIE, SETHARFE 2 KIEBRA
E 15 DEERBRET AR NI S TEICEDBREFEDNREN

(K F TWeZURY— I, AMPA LRSI AEES Y F Lz,

INETKEEERERRE
DESHONTWEDN DB
. LO/MS/MS IC K B EED

TZTIE, TORRAE2ICEBTIVERYZ—F, 7
RS = FBKUAMPA DD B EZ BN LET, £/t
LCMS-8050 ZEA T 5 & C, RILVERBIEDEEHMEIC K
HERLEMEBIEZE T, EROM TSI LLO8RTY,

T. Tsukamoto H. Horiike

7 A)LE >V EENa
0.2 mgiAin

RUBNaATR
FMOGAM ™! 2 mL
50 °C 20 min

2% YA 1.2 mL

FUR 20 mL
f_lﬁ

FEMHE

oEERE R~ LE LT
AVFa4>azZ>vy
MU 3mL
FEBUK 3 mL

Inert Sep C18
200 mg

\ Glufosinate

Q Q 5 mMEFEE > EZD L
e ?*OH o A 1 mL
e o Yo Lot
z - 73 LU 375 3%
Ho,P\OH 0 HO oy OH K 1.5 mL
* & * & sT 2 mices
Glyphosate AMPA FMOC 1 mg/mL 74 b= k U L8

Fig.1
Structure of

WTIWKRYZ— b « JURY— b « AMPA

& FMOC F54DEE

J
%2

7= UL/ 5 mmolll BE#E77 > Z 7 L = 40/60

Fig.2 RIALIRIRIE
Preparation Flow

BRERBRDI (EBHESY)

FMOC Derivative

Analysis of Glufosinate, Glyphosate, AMPA Standards (with solid phase extraction)
TR Z—&, JUKRT—, AMPA DEGIZERR (% 0.1 ug/L) ZHFEMAELE, BREMBEICEKY 10 Z-6E LR
BE LI MRM 70O M5 L% Fig. 31T LE Lz, £z, DM Table 2 (TR LE T,

(X1,000) (X1,000) (X1,000)
301 Glufosinate 1 Glyphosate 1 AMPA
1 0.1 gl 157 0.1 po 1004 0.1 g
2.0 1.0 0753
] ] 0.504
1_0: 0.5+
] ] 0.257
0.0 0.07 0.007
A T T | T T T T | T T T T | T T T T | T B T | T | T | T | T T T | T T T T | T T T T | T
4.0 4.5 5.0 min 3.5 4.0 4.5 50 min 5.0 6.0 min
Fig.3 JILRIZ—I, JUKRY—, AMPA DRIZEERED MRM 70X~ 2L (EfBHHH )

MRM Chromatograms of Glufosinate, Glyphosate and AMPA Standards (with solid phase extraction)
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WIIVKRYZ— b « FJU)ERY— b - AMPA 2R RDF LRI - BIZSR
Derivatized Direct Analysis of Glufosinate, Glyphosate, AMPA Standards
TRy 2=, JUKRT =, AMPA DREIZEEAR

(0.1 pg/L) I£DWT, ALEOEEMmEZ B8 L, FEME

{EDIH TR LE LIz, Fig. 4ICES5NcE& MRM 7 OX

b TSLBXUERIE BRSD (n=5) ARLE LI, TDKD

ICERMED 1/100 LIFDREICEWLTEH %BRSD < 30 % &+

Dl LTHY, BRI L2EERESERLTDH, &
REG LCMS-8050 Z AL MLIE, DITBIRETY .

(X1,000) (X1,000) (X1,000)

2.0 Glufosinate 2.0—: Glyphosate AMPA

0.1 pg/L 1 0.1 pg/L 2.04 0.1 pglL
3.0 Area %RSD 1.54 Area %RSD 15 Area %RSD

33%(n=5) 1 42%(h=5) 52 % (n=5)
2.0+ : 1.0
1.0 0.5
0.0 0.0+

——— ———— —_——————

45 5.0 min 3.5 4.0 4.5 5.0 min 5.0 55 6.0 6.5 min

Fig.4 ZILiR>Z—b, JUKRY—b, AMPARERRD MRM 70O bJ S L (BEhHGL)
MRM Chromatograms of Glufosinate, Glyphosate and AMPA Standards (without solid phase extraction)

WkiEKERWCRINEIRGER (GRSt - BRI 1)

N EI\W g =
Spike and Recovery Test in Drinking Water (derivatized direct analysis) fable ] Eiﬂ%‘g?ffj:i Elizest fg =5)
FLIRISE M Z B L, BEMEDHE LT, KERITK BURE (%)
0
EAEBVTIIARS Z— b, JURT— b, AMPA DN : :
EUNEERETNE LT, Fig 5 ICKEK (F524) HETY 0.2 pg/LARIN 2 pg/LAIN
VRS Z— K, JURY—k, AMPAZZFNZN 0.2 pg/L Glufosinate 9% e
MLUTEKEKDEMRM 7O b S LERLE Lz, iz, G|yphosate 88 77
< Rz o X (EE ~
Table 1 (CEINEAERLE Lz, EINE (BE) £LT70 AMPA % 104
120 %l RFEERMEONE Lz,
(X10,000)
7.5
i Glufosinate Blank drinking water
i 0.2 pg/L spiked
5.0_: Glyphosate
] i (\\ AMPA
2.5 A
] JANA
J |
] - -]
e S e B e s L A —
2.0 3.0 4.0 5.0 6.0 7.0 min

Fig. 5

AGEK (TZ27) BROTIVKRYZ—b, FURY—F, AMPA ZFIILTzAKGEKD MRM 70< b 54 (EiEikE7EL)

MRM Chromatograms of Drinking Water Blank and Spiked Glufosinate, Glyphosate and AMPA (without solid phase extraction)

PALIIE S

Analytical Conditions

Table 2

Column
Mobile Phases

Flow Rate

Time Program
Column Temperature
Injection Volume
Probe Voltage

DL Temperature
Block Heater Temperature :
Interface Temperature
Nebulizing Gas Flow
Drying Gas Flow
Heating Gas Flow
MRM Transition

- Mastro C18 (100 mmL. X 2.1 mm I.D., 3 um, Shimadzu GLC)
: A 5 mmol/L Ammonium acetate-Water

B Acetonitrile

:0.25 mL/min

2B conc5 % (0 min) = 50 % (7 min) — 95 % (7.01 - 11 min) = 5 % (11.01 - 13 min)
140°C

: 2 pL (With solid phase extraction), 20 pL (Without solid phase extraction)
1-3kV (ESI - Negative)

1150 °C

400°C

1300°C

22 L/min
210 L/min
210 L/min

: Glyphosate

m/z 390 > 168
m/z 332> 110

Glyphosinate m/z 402 > 180
AMPA

FIRRFETT 1 20154888
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RIVLTILTE RiE, SENERS Y v 7N\ AEBREORRE
MED—DTHBHIENSEARE (FRRIR) ZIELH, (b
M SRR REARICEDE CLVRF CEEENRH
TNTLET,

KEKICBEWTE, BEKRIVLATIVTE RIFKBEEE@
(0.08 mg/L) AREENTEY, BREEZLELTER 15 FELE
FBEER 2015 [KEEECETI2EPOREICEDIEEE
HBREHNEDSHZE] FIRS 19T DEEMHL - FEEL - A
ARUOX IS 7 -BEDE] DEHOSNTVET,

WERIDOFINE
Preparation of Sample

AF 19D 3 & LTRENTFBREZEDFERL - RIEY
OX 727 -BEDMWEDRLER, RITETHHIERE
19 NREMH - FEMKME - AR 7O ST -BEDHTE]
T2 AVRBECANF Y VI L 2BEMEBIEEDRIEL A
ELBRVET,

ETHICHEEMEBOBRERELIN 1/6 (G575 EKRIBER]
SLEBEhEDE ENRIADE T,

INSZNZNOFLIEBRIETY O—DEER%E Fig. 1 1<k
L LT

WRIVLT7IVTER - 7E F7IVTE KRS

Analysis of Formaldehyde and Acetaldehyde Standards
RIVLTIVT & ROKEEREE 0.08 mg/L D 1/10BE &
DAEWL 0.005 mg/LICHIT BT b7 ILT e FEDRBEIRE
7Bk % DNPH 8L L CRIE L e MRM 7 A< 75 L%
Fig.2 lcm L& Lz,

Liquid Chromatography Mass Spectrometry

b1 7IVEEERE LC/MS/MS Z UL
NEKPDRIVLT VT E F3Hh

Analysis of Formaldehyde in Drinking Water Using Triple Quadrupole LC/MS/MS [LCMS-8050]

FrE 28 4 3 A 30 BN TKEEEICET 2EDDWEN LT
Th (BEFBEERESS FR28F4 81 HiETT), K
BEREICETHIESDREICEDEEEFBAENED S H
EIITBIFBRIVATIVTE FOBREZXE LT, Fiic THIE
1902 FEME-BRERE/OAI NI T T4 KU TRIE
190 3 FEAK(N - KK O NI ST -BEDWE] D 2ED
BMENF L, SEIE, BENHFERLE-KEIOTH
J57 -BEPIEICRST, RIVLATIVTERE, BREE
BTHhA7€ b7 IVTE FERRALIefZ BN LET,

H. Horiike

<A - FEARL - GOUMS B> <FFEMHME - LOMS &>

0.3 % NaxS:0s 750 1 % NH4Cl 75hn
BAKSOmML | (e ()

- o N N HsPOa 750
n%%ﬁﬁb O] A) PFBOA ﬁbu u%%ﬁs'ft 02 % DNPH :ﬁ?\‘(\nu

120 min 20 min

Ba H2SOs 7¥00
3 NaCl 70
=P N
RER A

ANFH AN
AR | ANFT U ERE
Na>SO4 (FE7K) Z¥N

Fig. 1 BTLIRIR(E
Preparation Flow

REBRRDIH

DNPH 8BE (KL LI RIVLLAT IV TE RBKXUT7 2 R 7ILT
E FOmBEHIRME (n=6) 1&LEIC %RSD < 20 %%+ 17
E LRIEGE#ERIFONE LTz,

PHREEIERED Table 2 (TR LE LTz,

4000
3000%
2oooé
1000%

0

20 30 40 50
DNPH derivatized Formaldehyde STD 0.005 mg/L
Area %RSD 2.0 % (n=6)

4000
3000
2000
10001
0
30 40 50
DNPH derivatized acetaldehyde STD 0.005 mg/L
Area %RSD 1.9 % (n=6)

Fig.2 DNPH &AM ARIVLTILTERBEU T NIV T £ ROEZERRD MRM 27O b S L
MRM Chromatograms of DNPH Derivatized Formaldehyde and Acetaldehyde Standards
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Fig. 3ICRIVATIVTE FOEEBED 1/102ETH 3
0.008 mg/L =& GEEEF 0.005 ~ 0.100 mg/L ICH T3
DNPH &KL LI RIVAT LT E RBXUT7 2 M7 ILTE

FDE S5 RDRER (n=6) ZRLE L, MREHREDIC
RERE (R) > 0999 U ELEREFHERENMEONE L.

EfE (x100,000)

DNPH derivatized formaldehyde
507 5-100 pg/L, n=6

R?2=0.9994
404
301
204
1.0
00 T T T T

0.000 0.025 0.050 0.075 BE

M (x100,000)

5] DNPH derivatized acetaldehyde
~ 4 5-100 pg/L, n=6
1 R?=0.9995
5.0-
251
00 . . : .
0.000 0.025 0.050 0.075 B

Fig.3 5 mOD#ETRELR

Absolute Calibiration Curves of Five Points

W7KEK % AL R e R

Spike and Recovery Test in Drinking Water

RIBICKEKEBWNTRIVATIVTE RBEUT7 2 T
VT FOFRMEINGEBREZITVE Lice RIVLATILTER
DEEMBOBM/LELUZOEEED 1/10RETH S

Table 1 ZAMNEMNGEERIER (n=6)
Result of Recovery Test (n=6)

o 0.08 mg/L 0.008 mg/L
SRS S S

\ g (DNPH derivatized)
0.008 mg/L 1555 & SITKBEKICHRIVLATILTE RBELUT Formaldehyde 103.0% 101.4 %
T 7IVTE REFMLZ%E, DNPHBEEEZTVE LT, o
0.008 mg/L BRI 5 & 52 2 f4 & RN Lz AGEK D (D'Xig'tglzgatg:d) 1043 % 101.1%
MRM 2 O% b 45 L% Fig. 4 [T LE L, AGEKT S 4
JIEBIT A2 OERBREIFHEICTI/B3UTCHET LS,
BIRUEZBE IS LEHRTER LI,
FNENRICENTE, RIVATILTE ROEEBH KLU
1/10RBEICBWVWT 272 EHICT101 ~ 105 % & RBIFGHER
NMEoNE L,
(X10,000)
— Formaldehyde, Acetaldehyde Formaldehyde
107 each 0.008 mg/L spiked
— Blank drinking water Acetaldehyde
0.5 1
J
0.0
0.0 1.0 2.0 3.0 4.0 5.0 min

Fig.4 DNPH ZFEALICKBIHEKT Z VI BRORIVLATIVTERBLO T M7 ILT E RRINOAGEKD MRM 7O 7515
MRM Chromatograms of Drinking Water Blank and Spiked Formaldehyde and Acetaldehyde by DNPH Derivatization

Table 2 st

Analytical Conditions

Column : Shim-pack FC-ODS (75 mm L. x 2.0 mm I.D., 3 ym, Shimadzu) DL Temperature 1150 °C

Mobile Phases . Water / Acetonitrile = 50 / 50 (v/v) Block Heater Temperature : 300 °C

Flow Rate :0.20 mL/min Interface Temperature 1200 °C

Column Temperature : 30 °C Nebulizing Gas Flow 12 L/min

MS program 1 FCV2 =1 (0.001 min) = FCV2 = 0 (2.000 min) Drying Gas Flow 210 L/min

Injection Volume :1.0pL Heating Gas Flow 210 L/min

Probe Voltage -3 kV (ESI-Negaitive) MRM Transition : Formaldehyde m/z 209.00>151.00

Acetaldehyde m/z 223.00>163.00

AUGTHRFEIT 2016578
IRREFT - 2016458
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A p p I I Ca t I 0 n Liquid Chromatography Mass Spectrometry

News
k1) ZIVEEREE LC/MS/MS % B W e KEKB D

A/ VZI«NZOA—b - TI7Tv AR

1 A Analysis of Iminoctadine, Paraquat and Diquat in Drinking Water
N 0. 2 Using Triple Quadrupole LC/MS/MS [LCMS-8050]

A/ VIRBERELT, 50— bBLUYS [ re— ]?ﬂwﬁhwm
Ty MEIERIRARER L L CEBAENTOET, m 10 mg S0
TR 27 3 ADEERBEREREREEN (AR p Eﬁ%‘A |
0325F 38~ 68) ITkY, KEKPDINSD3 LI owssoiarane | 2as i
OEEEL LT TBIgHE - A7 O R 557 - BRI | ea)Caman ) FRk3mL
ST EB—ENIE (BIRAE21) B@MENE L. I
CTTE, MASENILEBAZ/ 04y, K5O i i
boUOTY ODHAIECBNLET, £z, BILEO— I b o
N e . _ :, 7 _ ) = v/v
WELE LR EIC DN TRE L EREHETTRNL A 25mL
E N 1 e
) - EREHRARES
H. Horiike = 0.2 mbL LUF IS4
v
.Eﬁﬂ@ﬁ'ﬁﬂfi T 7Y Z UL T =9/1 (v/v)
Sample Pretreatment 1omt
BIFA® 21 T, KEKEEOILEE LT F 4B Fig.1 AiERIRME
Pretreatment Workflow

FUDLICKZRIERDEBEET Ok, DIVAFVIVEEZE
ALYy n-EZbEal RUHBEEEDE
A LZRVEERBEZITVNET, CORERICERS
AEMEMFTCTRELIEE, 72 bZMUJIL - FBIEGRT
ERLTLOMS/MS IC&K YD LET, Fig. 1 (CATMED Y
A—RExRLE LT

AVBIRIEIC BT HBRAE LT, BROBEENDRE
HHT 58, HARICETL2RREIUBREIFTNTHER
KT+n#kELIZPTFE (RUF 7 )AO0IFLY) &
£l PP (RUJOELY) BHOEDEAWSIEEEN
TVWET,

WAZ/ V2T« NZO—b « IV D0y MEERGBRDDH
Analysis of Iminoctadine, Paraquat, and Diquat Standard Mixture

A2/ 0RI, JNTOA—F, U7y rDRBEEERK (£ 025ug/l) FAELE MRM 2 OX ~J S L% Fig. 2 lIRLE Lz,
15minicA /22T, 49minicy 2 7w b, 57minlc/35 30— FOJBICEBEENE T, DfEtxE Table3 ITRLE LTz,

(x10,000) (x10,000) (x1,000)
1.001 STD 0.25 pg/L STD 0.25 pg/L STD 0.25 pg/L
0.75 2.0 1.0
0.504 10
0.251 021
OOO- T T T OO T - T T T T T T T
0.0 1.0 2.0 3.0 min 4.0 5.0 6.0 7.0 min 4.0 50 6.0 7.0 min
Iminoctadine Diquat Paraquat

Fig.2 AZ/7%2Y>, JN\ZO—b, 77y bOBREREBRODIAYVAR N Z LA
MRM Chromatograms of Iminoctadine, Paraquat, and Diquat Standard Mixture
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W7KEK %z AL R INEIIREER
Spike Recovery Test Using Drinking Water
AGEKERZ BV TAMBIGERZTVWE Lic. 75> 7 KEKE LUE(LEM%E 0.05 ug/L (BIRMERE DK 1/100 [THEH)
HEUV0.25 pg/L (A 1/20 (THEY) AMLUIZKEKD R AR MY S L% Fig. 31T, SBEREYESNZEINEA Table 1
IKRLE Lz, WINDILEWE, KEKPORMMDIC L ZBEERHZIEHEBEINT, KEKERESEZOZLLMETMA 1 F
ZAVICBIT2EEDERE (70~120%) ZHlIERNEONE L,

Table 1 FIIEUXEERIER
(100,000 Spike Recovery Test Results

(x100,000) (x1,000,000)
2.59

1.54
5.0 2.04 Bl (%)
151 1.04 &=y
' 0.05 pg/L 0.25 pg/L
2.54 1.04 ) X
0.54 Iminoctadine 85.1 91.0
)\ 0.5 AN A
0.0 0.0 0.0 Paraquat 929 94.2
0.0 25 min 5.0 min 5.0 min Diquat 86.8 917
Iminoctadine 0.25 pg/L spiked Diquat 0.25 pg/L spiked Paraquat 0.25 pg/L spiked n=3
Iminoctadine 0.05 pg/L spiked Diguat 0.05 pg/L spiked Paraquat 0.05 pg/L spiked
Blank drinking water Blank drinking water Blank drinking water

Fig.3 AZ/0%I>, J850—k, 77y e RNUKEKERORRZOX NI S0
MRM Chromatograms of Drinking Water Blank and Drinking Water Spiked with
Iminoctadine, Paraquat, and Diquat

W EREIEZ SR L5 0B EDRE
Simplified Preparation Analysis without N2 Evaporation
AIAVEDRETIRZEE LIEZ0MEIC DOV THE TR LE Lic, Fig. 1 CAKICEEMEZT O, BHREZREL
TTENZMUIL s FBEEREZAVTS mMLICERL, LUMS/MSICE YDt LE Lz, E5EEERBRORIMEUNGEERL 5E5
NIFEREY, Fig. 4 ICRHEKERDOI AV AOX b5 L%, Table 2 [CEINEEZRLE L, BiEEER LIAZONEICS
WTEIMM D IC L BBEEGHEISHESRENT, ZEMTEA 1 RS VICB I 32EEDERZHILIT/RENEONE LT,

Table2 MZRIIDEICES
10,000 . -

1.5X100.000 (10000 a— ISR

' 4.09 Spike Recovery Test Results

20 Using Simplified Preparation

10] 3.04
EJ4RER (%)
2.0 A=}

051 o 1.0 0.05pg/L | 0.25ug/L
\ e SN ]
\ N Iminoctadine 85.2 85.2
0.0 0.0 0.0
’ Paraquat 95.5 93.7
i 5.0 min . i
0o 2.2 min _ >0 omn Diquat 951 902
Iminoctadine 0.25 pg/L spiked Diquat 0.25 pg/L spiked Paraquat 0.25 pg/L spiked
Iminoctadine 0.05 pg/L spiked Diquat 0.05 pg/L spiked Paraquat 0.05 pg/L spiked n=3
Blank drinking water Blank drinking water Blank drinking water
Fig.4 FIZAMIEAICEZAGEKGEBDORRAIO N T4
MRM Chromatograms of Drinking Water Samples Using Simplified Preparation
Table3 Mgt
Analytical Conditions
Column < Inertsil WP300 SIL (100 mm L. x 2.1 mm I.D., 3 ym, GL Sciences)
Mobile Phases 1 150 mmol/L Ammonium formate - water / Acetonitrile = 40/ 60 (v/v)
Flow Rate : 0.3 mL/min
Column Temperature 130°C
Injection Volume 25l
Probe Voltage 1 kV (ESI-Positive)
DL Temperature 1300 °C
Block Heater Temperature  : 500 °C
Interface Temperature 1400 °C
Nebulizing Gas Flow : 3 L/min
Drying Gas Flow 15 L/min
Heating Gas Flow : 15 L/min
MRM Transition . Iminoctadine m/z 179>69 Paraquat m/z 171>77 Diquat m/z 183>157

AYGETHRFEST © 2016598
IhRFETT | 2016558
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LC/MS

Application
News

No.C144

NCEKFDREEEL, FAIRERICHIT 54 YV SEN
BIREICELTEMENET T, IARC (1999) Tld. REEES
U LIFE S TEHOARDRIERED DS EENS GroupB2
ICDBENTEY T 16 FIOKBEERBICRESINE
LTco OB REBEOFAREE L TAAYIAR NI ST
TRA AT LRAHEEDEDOSNTVET . (FLI5F
EEFHBEET 261 SOKEEEICRET 2EDDREICED
EREFBREHED DA BIKRE 18)

W7 =7 388 5 L BO ARG DO%s
REBIISEEEEW CH DT LUMS/MS TR AL
SNTWB TR LC &M CIIMRIFFOVREETT, <D
fe&b. ARTIIFRREE (F) 2EEIC finEnTns
T_F MR T L BWCBEMEG EOREEITL. B3R
B RIFAIRGOMREZBELE L R
T ISKBEEED 1/10 ITHHHT % 0001 mg/L 12454
BDUAR IS LR LE Lo TORMRETIE 3490

tU 7 IVEERSRE LC/MS/MS Z UL e
HGEKFDRFES (1)

TR 28 F 12 BICEEHBE LY RHED—ERRIESRIC
B 2EREELRMEIN. RRBOFHEREL (F) 15!
x®18D2 HKErOX NI S T-BENTESL LTEEDT
EPMREENT LT

FRCIEDFREEE () 28F(C. 724 A
Z LRV LOMS/MS DTl DUWNTHREY LRz T8

NLET,
M. Tanaka, H. Horiike

ICREBDAE L. RFGRFB LU E—I RG5O NT
WB T ENERTEEF T,

2 | TREFF 0.0005~0.01 mg/LITHIT 5 5 miREiRE
TLUE Lz, MEEFRER=0999. &F53 R=0.998 DREF
EffENMEONE LT

x1 DERG

Column
Mobile phases

- GL Sciences SYPRON AX-1 (100 mm L, x 2.1 mm 1.D,, 5 um)
- A) 25 mmol/L Ammonium acetate-water

B) Acetonitrile
A/B=70/30 (vol./vol.)

Flow rate : 0.2 mL/min
Column temp. 140 °C

Injection Volume 210 pL

Probe Voltage . -1 kV (ESI-Negative)
DL temp. 100 °C

Block Heater temp. 300 °C

Interface temp. 300 °C

Nebulizing gas flow : 2 L/min

Drying gas flow : 10 L/min

Heating gas flow - 10 L/min

MRM transition

: Bromateion /m/2129.00>112.95

(x100) & (x10,000)
3.0 1
2.0
2.0
1.0
1.0
OO B B B ' 1 ' B B ' 1 ' ' ' ' 1 * B B B 1 B
0.0 0.0 25 50 75 EE
0.0 2.|5 510 min

K2 REBOBER (0.0005~0.01 mg/L)

T R 0001 mo/L IERRDY AT b7 S5 L
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W AGEIKF DI T — A > & DD BERESD
LC/MS/MS 12 &% MRM HITE CldAGEK R D R R4 3#4R
HICHHT 5T EDTEX T, —H CHREKERRICIEFREE
AFAVIEEDT ZAVHHEEFELTEY . INSDOIM7 —F
VERRBEVAR NI S LLETH I BT LK), KE
KA TCHEEBREDA LHAHEFENET,

CHUESRIDREY A< N2 T-BEDHTE () (B
% gKhICEEREDREE A 4 S ENZEE1E. Fik1
FUDDEN T LD SART BOMEEERET 5] EWVND
SERHDSEHERTEX T,

3ICRERE RN L IAGEKER () 118) IO T,
KMT A oEHETCEZ 2 I Lz M S L%

TLUFE Uiz AEKPDFRERR A 7> |4 >0
WA A, BREA A VEEKICETE - BHLTEBY., B
BEDBINTVDT EHERTEET,

—MENC T Z A R AT LEBW DI ClE. 2 NsD
KM Z A4V EAET BcOIIEEREDERBERICTH
M 2REBEHDY . BELYSBEGEBA YTV XD
BriUET, LH L. TODHELE TIRKAEERDEES
T UEZYULGEED 25 mmol/L &, WA LO/MS/MS 2 T
EBERVONDZHLERETHY . AV TFH AECHHE
BIEDHEETHHEEZOSNE T,

(x100,000)
5.0H
Chlorate ion
4.0]
Chloride ion . .
Nitrate ion
3.

m/z 35
Sulfate i
201 ulrate 1on m/z 83
m/z 62
1.0] y
m/z97
0.0 Bromate ion m/z129> 113
‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘‘
0.0 2.5 5.0 7.5 10.0 12.5 min

3 KEKADIGET —F > ERFRBEDYV AR b s

W 7KIEIKNDFRNN Y EER

AGEK (R IIR) Z BV CRIRBOMNENERZTUL
& LT, KEKICRERERZKBEEBETCHS 001 mg/L HX
UZD 1/10REICHEZET 2 0001 mg/L ZAM L. AE LE
Ltce 70X 8T 5 LED SIEACGEKPOIMER D ICERT
DEEGHEIFHERINETEACLEE (B4 .

FRINSDFABDODITHERDSEH LIEEES LUK
EaX2ITRLE Lfce WINDARINEE THZ LM
A RZA2 (FR 24 %9 AEH) OEEZECT RS
KFonNE Lre

(x1,000)
4.0
3.04
2.04
15 0.01 mg/L spiked
. JAN 0.001 mg/L spiked
blank drinking water
0.0
——
0.0 2.5 5.0 min

4 TIVUKEKEIOBERMMIAEKDY O R I 5 L

SERIDFFREZL () ZBEF|Ic LR Cld. 7#GE
KERRDORERZFINIEL L CEEE 1/10 BRETHS
0001 mg/L AT E CRIEFIEECH 5 T EDHERRENE LT

COPMTECRIRTDAA VAR IS5 T-RANAZ
LIRAHEED K S RISHZRARDFHEEZES TN &
D5 KEREDHER(LEEBERICEST 2 EHFE
ngy,

K2 REBOFMNENGIRER (n=5)

Spiked Conc. Precision

0.01 96.7 % 22
0.001 84.6 % 5.2

HRFEAT 1 2017 3 B
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No.c1 52

JOEKFDRERE L, FKUIBAIRICHITE4 Y >V EEN
R EICEK>TEREINEK T, IARC (1999) Tldk. RXEESH
U LlEe b TEINAEDREEENH D E TN D GroupB2
ICHBEENTE Y. FH 16 FICEEFEEBICK Y KERAEE
BRICREINE Lz, OB RRBOFEREE LTAT
VAR NI T T-RAMAT LARAHELEDNED SN T
£, (F 15 FEEFEEER 261 5 KEEE|CEHT
DESOREICEDEEEFBAENED B HE] BIRSE
18)

TRy 28 & 12 BICEEFRBE L) BB ED—EBHRIEZRIC
B9 52ERBEHNREIN. RERBOFHREEE () ICH]

® 18 0 2 KKy OXR NI ZT7-BENEL LTEESD
EMERINE LT,

TV —2 30 23— C144 TR T OFIRBEE ()
EBE|C, T A VKA T LERWNEAIEIC DLW T DR
FSECEBNLE LI ARTIEFH LW ILCOBEE—FE LT
SYIRE—FATZL RIVFE—FAZL) ZAVE
LC/MS/MS BATIC DWTHREY LTeiER & TN LE T,

M.Tanaka, H.Horiike

x1

tU 7 IVEERSRE LC/MS/MS Z UL e
IEKFDRFES (2)

Wy I RARE— FASLZRW RS
DI&EEY

REBIIESHE AN TH D D LOUMS/MS TS BLS
NTWB—ER7EHE LC XM CIERIFNREETT, D
O AR TIEZ v I RAE— RAZLEBV T FRBEEL (R)
HBE|CREEEMTG E DB TV DIFREEBRLE
Lic (B o, SYIRE—RATLESERDRZZ D8
E— FHMERET 2NN S LEBKRLET, <2 Tld. Wi
ICINA 7 ZA V3 HF 74 SR DMERES 208N L
ERUVE LT

T ICKBEEEED 1/10 (TAZHT % 0001 mg/L 1Z#3
RO AR NS LERLE Lic, TORREETIE 27 9
ICRRBHIAE L. RFGRBS LOE— 7 ERAMESNT
WBZT LD MR TEET,

2 (SEEEFE 0.0005~0.01 mg/L ICHIF5 6 SiEER
#RLE LT, HHBEE R=0.9995. &5 R2=0.9990 DR
HiEBERENESNE L,

PANIESGS

Column

Mobile phases
B) acetonitrile

Time programs

Flow rate : 0.3 mbL/min
Column temp. 1 40°C

Injection Volume 10 uL

Probe Voltage . -1 kV (ESI-Negative)
DL temp. 2 100°C

Block Heater temp. : 300 Cw

Interface temp. 1 300°C

Nebulizing gas flow : 2L/min

Drying gas flow : 10L/min

Heating gas flow : 10L/min

MRM transition

. Imtakt Scherzo SS-C18 (150 mm L. X 20mm D, 3 um)
: A) 200 mmol/L ammonium acetate - water containing 0.5 % acetic acid

: Bconc.90% (0-7 min)-59% (7.01 - 12 min) - 90 % (12.01 - 17 min)

: Bromateion m/z129.00>112.95

0.5

00
00 10 20 30 40 50  min

1. R 0001 mg/L BEEFRDY AR b TS L

I (x100,000)
1.5
104
05
00 ; ; ; ;
00 50 100 150 R

M2 SHEORER (0.0005~001 mg/L)
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W AGEIKF DI T — A > & DD BERESD
LC/MS/MS 12 &% MRM HITE CldAGEK R D R R4 3#4R
HICHHT 5T EDTEX T, —H CHREKERRICIEFREE
AFAVIEEDT ZAVHHEEFELTEY . INSDOIM7 —F
VERRBEVAR NI S LLETH I BT LK), KE
KA CHEBBEDA LAEFINE T, TNIFSEIDR
woOx ~I S 7-BE0NE (B) ILH5 MgkhicaR
EDREBA A+ > HNEENDHBEIE RBA 4 VHDEEA T A
D SBRHT BN ERET 5] EWDEERH SR T
TFT,

3ICRERE RN LGB () 118) [T DT,
KT A oEHETCEZ 2 I LIy M S L%
RUE Lfee KEKPDOFRBEERFRA 7> | 4> B
BAX >, BERBAT VEERICRTE - AR LTEY . K
BEDBEINTVDEDERTEET,

2w RE— RAHSLEBVCEDIREZLETIE, Fifg
EHE (F) ([THRDL DI 200 mmol/L OFEEE 7 > EZD
LESGKABIEEER L TR A a8
AZLHDESBRHETETVET, —RICHREDELZZTR
EgEAE MS ICEBAT 21568, BERYVBEELZAY T
ADREB L ZAJREMD DY £, TDfzé. RO
TIIKAEERD LR % 58 2RFEE 7 9H5 15 DK
BT DWT. RAYF NV TNTE U DBED S LLIBED
WA MSEIDS LA VRAINIUBZ DK SFRELETL
feo THUCKY . BREDIEESHREMREREL, X
TV AR COEREER EZR > TWEY

(ER 24 9 BiE) OEEATEZ T BIFEERMESN
F Ll

FRDZ v U AE— RHT LEBVIEOITEGS Tl 7
T —2 3> Za—RC44TTRBNLE LT Z4 0%
HH S LEBWEDITESBRKIC, AGEKEHHFDRERS %
BIAIR L CEEE(B 1/10 BE THS 0001 mg/L LIFET
EERRETH DT EHHEREINE LTz,

COPMETIFRTOAA VAR NI S T-RANAZ
LIEAHEED L D GRIGHERBDOFEEEZE RN &
Do KEREDOMEL - BERRICTEST 5 O
ITNET,

(x10,000)
1.54
1.0+
0.5 0.01 mg/L spiked
/\ 0.001 mg/L spiked
o blank drinking water
00 10 20 30 40 50 min

4. TSV NEKE SUBERTNAEKDY O + 75 s

(x1,000,000)
1.0 Sulfate ion ‘
0.5 }
0.01 A /\ ‘ m/z 97
s T Tso) 75 100 125 150 min
(x1,000,000)
™ ws -  Dan_ [ M5
Nitrate jon , Chloride ion ! 3
0.75] i i
i . m/z35
0501 N W A . m/z62
’ Bromide ion ' m/z79
| Chlorateion | ' m/z83
0.254  chlorite ion ; ‘ m/z 67
0.00 ABromate ion m/z129> 113
00 25 'so 75 100 125 150  min

X 3.

W ZKEIRNDFNEIUN R

AEK (BR/IIR) ZRVTREAROANNLEIGEERZ 1T
W& Lz, KBKICRFRBEZKEEEECTHD 001 mg/L &
KUZD 1/10BEICHEZT % 0001 mg/L ZFML. AEL
E L, 7AX M5 LEDSIEACEKADIGER DT HFK
TROBEEGEIIHR INEEATLI (K4 . Ffedh
SDOFHBDONITHERDSEH LILEES LUBEZR 2 I
RLE Lo WINDRDEE COZEMTMmA A R 51>

TKEKP DI T

A VERRBOD VAR T L

&2 RFEBRONMIEMGEERER (n=5)

Spiked Conc. Accuracy Precision
mg/L % %RSD
0.01 924 20

0.001 86.5 55

HRFEAT 1 2017 1 B
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Fag 30 £ 3 BOEER@EEERERKEREEN (K
HEKFH0328F15~F458) IcLW., KEESHEBIEREE
BOBESEICHITBRFRAE 20D 2 EE7O< TS
7 -BEOMEHCK DB DAL [CBEINZEBENKIE
ITEBZ. 181 BREBAVE LTz

BRAE S BLUBFAES D2 Ths [EMREHE - AR
IOX NI ST -BEMFHC LD —FDE BLUBR
Bk 18 TERBHH-RIET O M5 7 - BEDHEHCK S
—FOME] « BIEAE 19 TEEME - RiEk7O< 72
T -BENWE]  BIEAE 2 TRk ax IS T -B8
DIEHC KB —F DL ICBHINBZZEEDS B, Bk
F7E 20 D 2 DREHETHIAIEE 106 BES LU, 5[
BREALEE LTHREIN 7 BEEMA T 113 BEHEM
ThE Ll

BARAE 20 D 2 [BMENT 113 BRICH WL TIE, @A
TRITHIAQESL L e DIRSMEIC L Y. BEERVD 14 EEE
Br< 99 BERICH LTI, ZEEE 1/100 BELTZEER
<P BT ENFRETT,

SElE BEREE LTHITREI N 7 EEBLUBEE
ENLEMERE CH SRR SEIBEZENE L E>E
EDICDWTEY EFGAS. 99 BEICDWT., KEKE
BEFEDZ YU 1 RS A VIcEDERIEAYOT
95 7BENHET LCMS™-8050 % LN CEHME L s A48
NLET,

H. Horiike

1

b 7 IVEERILC/MS/MSZ LN e
KEEEBRIEREERE
BRI E2002 EMEEOS

113 BEERSIEERDDR

SEEREME N 113 BEICDWNT, SBAEBERICLS TIC
IO NS LER T ITGRLE Lz, 1 98k 65 min &7%
WET,

Fle. ot ER1IRLE L,

SEOEINTIE. EEHE - GC-MS I & 2—FDHE T
BAINTWVWBZHDOEED LO/MS JEICEHBINE N z/z8.
EEOYMEANZIITE > TWET, ZDIcsh, —SPDEEK(C
Rona9ho ANDRESEER L. AZ2ILT1)—21
TDODS Ho LxBEL. HifLE LTz

(x1,000,000)

T 1B3REREFEROTIC/OX IS L (F1~2 ug/L)

P2UIES S

Column
Mobile phases

. L-column2 ODS Metal free (150 mm L. X 2.0 mm .D., 3 um, CERI)
: A 5mmol/L Ammonium acetate-water

B 5 mmol/L Ammonium acetate-methanol

Time schedule

Flow rate : 0.2mbL/min

Column temperature 2 40°C

Injection volume © 50 uL

lonization . ESI (Positive / Negative)
DL temperature :300°C

Block heater temperature 1 400 °C

Interface temperature 0 250°C

Nebulizing gas flow : 3L/min

Drying gas flow : 10L/min

Heating gas flow : 10L/min

: Bconc. 109% (0 min) — 45 % (7 min) = 80 % (42 min) — 100% (46~51 min) — 10 % (51.01~65 min)
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WHFREEREE LTERATN 7 REOSH
RIFAE 20 D2 NBIENREDS S, SETRES AT ZhTRICRLE L, §fc. ThBh72LEY

ENTRENTWED o 7a/UbFy b INILA R B b LITR Y BEAIER L e AGEKNE BIZED 1/10
IF7O—)b, cs-NIb XA MU trans-NILA MY >0 T B, 1100 2EUTZ /ML MRM 27 Aa< b2 L8R
JFEFZIV. AR RRAL ML EZ RO 7 g LF LT

IZDWNT. ZBZED 1/100 BELTCHITS MRM 7 0<

— N N PN £ % iz
F OS5 LB EORBEED 1/100 BELTASE 4 SRBE 1 REFROEISIRE LTS RRICEY ST

Propargite

P OE% (x1,000,000) (x100,000)

1 367.855231.20 R2>0.9999 1 - Spiked 1 g/l

20000 1 - Spiked 0.1 g/l
] 2.0 - Drinking water
10000 10 0]
o] 0 : : : : e
429 450 0.00 0.25 0.50 0.75 R 429 45.0 min
Standard MRM chromatogram (0.1 i g/L) Calibration curve (0.03-1 ug/L) Spiked standard MRM chromatogram
Cypermethrin
0 1R (x100,000) x10,000)
433.30>191.05 ~1 R2>09999 407 gy
50004 Spiked 10 pg/L

- Spiked 1 pg/L
q - Drinking water

25001 251

o = N W

_ NN\
01 02— S — : : . . —
oo 460 40 480 00 50 e 450 460 470 min
Standard MRM chromatogram (1 pg/L) Calibration curve (0.3-10 pg/L) Spiked standard MRM chromatogram
Ethiprole
& (x100,000) 10,000)
395.10>330.95 3.04 Rr2>099% - Spiked 1 pg/L
2.01 - Spiked 0.1 pg/L
2000+ - Drinking water
2.0
10004 1.04
1.0
N
O'. . . ) 0.0 e —
- 1 1 ~gh T T T T
230 240 250 260 0.0 0.5 R 23.0 24.0 25.0 min
Standard MRM chromatogram (0.1 pg/L) Calibration curve (0.03-1 ug/l) Spiked standard MRM chromatogram
trans-Permethrin
& (x100,000) 1z 100,000
408.40>183.10 R2>0.9996 ’ - - Spiked 5 pg/L
15000 3.0 1 - Spiked 0.5 ug/L
1.0 - Drinking water
10000 20 ]
0.5
50004 1.0 ]
L . [ 00 . . - Mt
. a5 0.0 5.0 10.0 R 46.0 470 480 min
Standard MRM chromatogram (0.5 i g/L) Calibration curve (0.5-15 ug/L) Spiked standard MRM chromatogram
cis-Permethrin 100,000)
& (x100,000) 159 . Spiked 5 g/l
15000 408.40>183.10 R2>0.9998 1 - Spiked 05 g/
50 101° Drinking water
10000 ]
5000 25 0.5]
] N
0 ’ 00 T TS Ty OO||||
454 475 00 25 R 46,0 47.0 480 min
Standard MRM chromatogram (0.5 pg/L) Calibration curve (0.15-5 ug/l) Spiked standard MRM chromatogram
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Fenoxanil

20004 142.20>94.10

1000+

Oiw

"0 30 40 50

Standard MRM chromatogram (0.01 i g/L)

I (x10,000,000) 0 x100,000)
1 329.25>302.10 R2>0.9997 07 -Spiked 1 pg/L
15000 g 101 ™ ~Spiked 0.1 Lg/L
1.5+ - Drinking water
100004
000 051 Lo
> 0.5+
S e
0] T T T T T 00— T ] O-OH“HWHH“HWH
300 325 00 1.0 20 RE 290 300 310 min
Standard MRM chromatogram (0.1 i g/L) Calibration curve (0.1-3 ug/L) Spiked standard MRM chromatogram
Methamidophos
HE#& (x1,000,000) 10,000)
1.0 Re>0.9995 3.0

0.5

0.0 T T T T
0. 0.1 0.2 BE

Calibration curve (0.01-0.3 ug/L)

- Spiked 0.1 pg/L
- Spiked 0.01 g/l
204" Drinking water

00—

‘2‘.0‘ - ‘3‘.0‘ - ‘4‘.0‘ - r‘mn
Spiked standard MRM chromatogram

Tolfenpyrad

10004 384.55>197.10

5004

O,
400 410 420 430
Standard MRM chromatogram (0.1 i g/L)

TE7& (x100,000)
509 R2>0.9999

25
00 ‘ ‘ ‘
0.0 10 20 RE

Calibration curve (0.1-3 ug/L)

(x10,000)

- Spiked 1 ug/L
151 - Spiked 0.1 pg/L
"~ 1 - Drinking water

0.5

0.0

400
Spiked standard MRM chromatogram

410 420 430 min

W BENMERE £ x5 RRDIM

BARAE 20D 2 OWREEDS B, BIEENMERE L
HEMHL LT ZORAERORAEURZ T T VFA .
AZATERA, EXORR, IRV, 7470200 7 B
HERY EF. MRM 70X S LB RUEBEZED 1/100

BEUTZEG 4 nk8ReTnennl&ELlie £l ©
NZNTANVEVEEF b T LIS KW BRI L fokiE
INZEIRED 1/10 BB, 1/100 BELGED L OAMLT
MRM 28X b7 S LERLE LT

Anilofos
mE#& (x1,000,000) %100,000)
10000 367.60>199.00 R250.9999 1.00] - Spiked 03 pglL
3.0 - Spiked 0.03 g/l
0.751 - Drinking water
5000+ 20
1.0
o——— o ‘ oo~ _ 000 : : :
335 349 00 05 S 310 320 330 340 min
Standard MRM chromatogram (0.03 1 g/L) Calibration curve (0.03-1 ug/L) Spiked standard MRM chromatogram
Piperophos
7 SE% (x100,000) 304 10,000)
15007 35430171.00 ~1 R>09999 "1 -spiked 003 ug/L
1 1 - Spiked 0.003 ug/L
1000 5.07: 2.0+ - Drinking water
5005 2.5 1.0
07 0.0+ — o f — -
31 375 ‘ G 005 RE 360 370 380  min
Standard MRM chromatogram (0.003 i g/L) Calibration curve (0.003-0.1 ug/L) Spiked standard MRM chromatogram
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Pyridaphenthion

341.25>189.10
5000+

2500+

0 /

0 275
Standard MRM chromatogram (0.01 11g/L)

& (x100,000) x10,000)
R2>0.9998 751 -Spiked 0.1 pg/L
1 -Spiked 0.01 pg/L
5.0 - Drinking water
2.5
]
0.0 5 — 0.0t ; ; ;
0.00 0.05 RE 250 260 270 280 min

Calibration curve (0.003-0.1 ug/L)

Spiked standard MRM chromatogram

Cadusafos

271.30>159.00

7504
500
2504

O,
350 360 370 380
Standard MRM chromatogram (0.003 1 g/L)

E#& (x100,000)

%10,000)

R?>0.9999
25

0.0

¥
¥t

000 005  m
Calibration curve (0.003-0.1 pg/L

- Spiked 0.03 ug/L
- Spiked 0.003 ug/L
1.04 - Drinking water

N e o N

00— e

350 360 370 min
Spiked standard MRM chromatogram

Propaphos

3000 30520522105

2000+

1000+

O,

325 347
Standard MRM chromatogram (0.01 ug/L)

1A (x1,000,000)
R2>0.9999

0.5

0.0 i v v v v T v v v v T
0.00 0.05 BE
Calibration curve (0.003-0.1 ug/L)

100,000)

1 -Spiked 0.1 ug/L
- Spiked  0.01 g/l
101 - Drinking water

310 320 330 340 min
Spiked standard MRM chromatogram

Simazine (CAT)
& (x1,000,000) x10,000)
2022056815 109 Rs0999 Shled 003 ot
- Drinking water
2500+ 5]
05
01 T T T T 0.0 i j j j j [ j j j ] 0.0 T T T T
125 150 0.0 0.5 = 120 13.0 14.0 150 min
Standard MRM chromatogram (0.03 1 g/L) Calibration curve (0.03-1 pg/L) Spiked standard MRM chromatogram
Fipronil
& (x100,000) x1,000)
20 - Spiked 0.03 ug/L
435.00>329.95 R2>0.9998 751 Spiked 0003 gL
250 - Drinking water
1.0
S ————
O‘\““\“q\“\““\“‘ 0.0 T T 0-07“””“”“””“‘
300 31.0 320 330 0.00 005 R 30.0 31.0 320 33.0 min
Standard MRM chromatogram (0.003 i g/L) Calibration curve (0.003-0.1 pig/L) Spiked standard MRM chromatogram
MPP (Fenthion)
M (x1,000,000) 4 O7><1 0,000)

3000 279-20>247.00

20007

1000+

325 349
Standard MRM chromatogram (0.06 1 g/L)

104 R2>0.9999

0.5

0.0

o0 T 10 R
Calibration curve (0.06-2 i g/L)

- Spiked 0.6 pg/L
3.04 - Spiked 0.06 pg/L
"1 - Drinking water

S N |

7310 320 330 340 min
Spiked standard MRM chromatogram
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MPP Oxon Sulfoxide

Standard MRM chromatogram (0.02 i g/L)

& (x1,000,000) (x100,000)

278.60>264.05 104 R2>0999% - Spiked 06 Hg/L

5000+ - Spiked 0.06 ug/L
- Drinking water
1.0
25001 0.5
0 T T T z T 7 0.0 g g g g — 00 T T
75 100 0.00 025 050 SR 75 100 min

Calibration curve (0.02-0.6 i g/L)

Spiked standard MRM chromatogram

MPP Oxon Sulfone

Staﬁdard MRM chromatog'ram (0.02 ug/L)

& (x1,000,000) (x100,000)
75004 312:20>295.00 201 R209993 ] - Spiked 0.6 pg/L
| - Spiked 0.06 pg/L
50001 25; - Drinking water
1.0 1
2500+
e — — 0012 - 00 ‘ —
75 100 0.00 0.5 050 BE 7.5 100 min
Standard MRM chromatogram (0.02 i g/L) Calibration curve (0.02-0.6 Lg/L) Spiked standard MRM chromatogram
MPP Sulfoxide
& (x100,000) (x10,000)
1 - Spiked 0.6 Lg/L
294.60>280.00 75 R2>0.9995 1 - Spiked 006 g/l
| - Drinking water
22001 50 50
2.5
O‘ . S — 0.0 o o o 00— : -
127 15.0 0.00 0.25 050 RBE 12.7 15.0 min

Calibration curve (0.02-0.6 ug/L)

Spiked standard MRM chromatogram

N BiEENEETNERDODR

Sl BERAZE 20 D 2 NBIIENZRE T 24-D id. B
BAED 0.03 mg/L H5 002 mg/L A\ A VFFFA I B
FZ{EA 0.008 mg/L K5 0.005 mg/L N\, ZNZTNREETNE
EHbEnE LTz,

24-D ICDWTlE. BIEEED 1/100 BELITTH S
0.1 ug/LDMRM 7O M ZLBLV 0.1 ug/L #EE 4

RRERE. AV FTFFICONTIE. BIZED 1/100 2
BT TH2 003 ug/l ® MRM 20X b5 LHE LT
003 ug/L BT 4 SigeRE FaoloRLE L

Fre. TADIVEVEE S b I Al KV BRIENIE L feokE
KA\ 2 BEORBEZED 1/100 BE. 1/10 BELUTICES
EDNTARMLTEBBO MRM 7O M S LB R LE LTz,

24-D
s o EH (x100,000) 510000
20001 21920>16095 T re>09998 -Spiked 1 pg/L
151 - Spiked 0.1 pg/L
=1 - Drinking water
1000+ 25
B Y, U
I FLEE R T ‘ RE 10 B0 166 1o m
125 149 0.0 1.0 20 =E . d . . min
Standard MRM chromatogram (0.1 p g/L) Calibration curve (0.1-3 ug/L) Spiked standard MRM chromatogram

(x10,000)

- Spiked 0.3 pg/L
7.5] -Spiked 0.03 g/l
- Drinking water

501

2.5]

— 0.0

Isoxathion _
it (x1,000,000)
1 314.20>105.10 1 R2>09997
50001 20
25001 107
0 ‘ ‘ 000 035 050 075 BE
350 373
Standard MRM chromatogram (0.03 i g/L) Calibration curve (0.03-1 pg/L)

340 350 360 "min

Spiked standard MRM chromatogram
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W KEKZE AW TCRIEMNEERIC ST B HITRES LUEERR (99 =)

B 20 D 2 NBIENEEED S 5, B8E LY L HEKIE TRV VEEF b LT &Y BERNE L
FED 14 BEZRRC 99 BEITDWT, TRl AGEKNE febOEAVE LA 720y RXybryoy
BZE 1/100 LUNREICE D & D ITHKEANG N Lizatst AFIVCDWTCIE 7 ATIVEVEEF b I LIS L BDEN
ZAE (n=5) LiERarLE L Ronadfied. F7hEgBF U U LICEABMERVELED

DBV FHlL & LT,
1) BFEAES BE 518X

Alachlor 415  + 110 0.3-10 0.9999
2 Anilofos 329+ 368 199 0.03 0.03 83 33 0.03-1 0.9999
3 Atrazine 179  + 216 174 0.1 0.1 97 33 0.1-3 0.9999
4 Bifenox 363+ 359 310 2 1 99 39 0.3-10 0.9999
5  Bromobutide 283 + 314 196 1 1 88 3.1 0.03-1 0.9999
6  Buprofezin 412+ 306 201 0.2 0.1 89 4.8 0.03-1 0.9997
7 Butamifos 353+ 333 180 0.2 0.1 90 6.1 0.01-0.3 0.9997

Butamifos Oxon 265 + 317 244 0.2 0.1 92 30 0.01-0.3 0.9994
8 Cafenstrole 267 + 351 100 0.08 0.03 85 17.9 0.03-1 0.9978
9  Chlorpyrifos 432+ 350 198 0.03 0.03 94 8.7 0.03-1 0.9998

Chlorpyrifos Oxon 299 + 336 280 0.03 0.03 83 8.6 0.01-1 0.9999
10  Dithiopyr 390 + 402 354 0.09 0.03 110 6.4 0.03-1 0.9999
11 Diazinon 334  + 305 169 0.03 0.03 110 16.6 0.03-1 0.9999

Diazinon Oxon 21.1 + 289 153 0.03 0.03 87 2.1 0.03-1 0.9997
12 Dimepiperate 369 + 146 69 0.03 0.03 83 17.4 0.03-1 0.9999
13 Dimethametryn 314+ 256 186 0.2 0.1 83 49 0.03-1 0.9997
14 Dimethoate 9.2 A 230 199 0.5 03 93 6.3 0.01-0.3 0.9995
15  Edifenphos (EDDP) 324+ 311 283 0.06 0.03 93 4.0 0.01-1 0.9999
16 EPN 374+ 324 296 0.04 0.03 100 9.1 0.01-1 0.9999

EPN Oxon 227 | 308 280 0.04 0.03 97 29 0.03-3 0.9999
17 Esprocarb 404  + 266 91 0.1 0.1 88 25 0.1-3 0.9999
18  Ethofenprox 48.1 + 394 177 0.8 0.3 93 10.1 0.1-3 0.9999
19 Fenobucarb (BPMC) 223+ 208 95 0.3 0.3 81 28 0.03-1 0.9998
20  Flutolanil 2.7 | 324 262 2 1 82 20 0.1-3 0.9998
21  Fthalide 27.1 = 271 243 1 1 110 7.1 1-30 0.9997
22 Iprobenfos (IBP) 314+ 289 91 09 0.3 95 4.1 0.1-3 0.9999

Isofenphos Oxon 273  + 330 201 0.01 0.01 80 5.7 0.003-0.1 0.9997
23 Isoprocarb (MIPC) 179 | = 194 95 0.1 0.1 83 58 0.1-3 0.9999
24 Isoprothiolane (IPT) 254+ 291 231 3 3 93 1.0 0.1-3 0.9998
25 Isoxathion 33 | + 314 105 0.05 0.03 86 34 0.03-1 0.9997

Isoxathion Oxon 244+ 298 242 0.08 0.03 86 4.9 0.03-1 0.9997
26 Malathion 255 | 348 331 7 3 86 33 0.1-3 0.9999

Malaoxon 142+ 315 99 7 3 83 23 0.1-3 0.9999
27 Mefenacet 266 + 299 148 0.2 0.1 83 2.1 0.03-1 0.9999
- MEP Oxon 144  + 262 104 0.1 0.1 93 11.5 0.03-1 0.9999
28  Mepronil 254+ 270 119 1 1 88 37 0.03-1 0.9999
29  Metalaxyl 187 + 280 220 0.6 03 81 1.6 0.1-3 0.9999
30 Methidathion (DMTP) 20.1 + 320 145 0.04 0.03 86 15.1 0.03-1 0.9999
31  Methyldymron 268 + 269 151 0.3 03 103 59 0.03-1 0.9995
32 Napropamide 286 + 272 171 03 0.3 83 44 0.1-3 0.9999
33 Pencycron 360 + 329 125 1 1 87 56 0.1-3 0.9999
34 Pendimethalin 435  + 282 212 3 3 88 2.7 3-100 0.9999
35 Phenthoate (PAP) 317+ 321 247 0.07 0.03 107 14.5 0.03-3 0.9998
36 Piperophos 370+ 354 171 0.009 0.003 100 13.9 0.003-0.1 0.9999
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Pretilachlor 376 312 0.03-1 0.9999
38 Procymidone 270 - 314 282 0.9 03 88 16.9 03-10 0.9998
39 Propiconazole 331+ 342 159 0.5 03 83 36 0.03-3 0.9999
40  Propyzamide B0 | - 254 228 0.5 0.3 108 37 0.1-3 0.9993
41 Pyributicarb 425 4+ 331 181 0.2 0.1 81 37 0.03-1 0.9999
42 Pyridaphenthion 267 + 341 189 0.02 0.01 80 6.5 0.003-0.1 0.9998
43 Pyriproxyfen 430  + 322 96 3 3 94 1.5 0.3-10 0.9999
44 Pyroquilon 128 + 174 117 0.5 0.3 87 2.2 0.1-3 0.9999
45 Simazine (CAT) 137  + 202 68 0.03 0.03 80 114 0.03-1 0.9999
46  Simetryn 179 1 <+ 214 68 03 03 100 29 0.1-3 0.9998
47 Terbucarb (MBPMC) 370  + 295 222 0.2 0.1 100 123 0.1-3 0.9999
48  Thenylchlor 282+ 324 127 2 1 95 22 0.1-3 0.9996
49 Thobencarb 355  + 258 125 0.2 0.1 113 0.6 0.1-3 0.9999
50 Tolclofos-methyl 3O |+ 301 269 2 1 103 56 1-30 0.9999

Tolclofos-methyl Oxon 23.1 + 285 109 2 1 98 1.0 0.1-3 0.9998
51  Trichorfon (DEP) 9.2 18 259 109 0.05 0.03 98 6.3 0.01-0.3 0.9999

2) BIRAES D2 BE (18K

Benfuresate 198 + 116 10.5 03-10 0.9997
53 Butachlor 414 + 312 238 03 03 109 52 0.1-3 0.9999
54 Cadusafos 362  + 271 159 0.006 0.003 100 16.1 0.003-0.1 0.9999
55 Cinmethylin 40.5 A 292 105 1 1 103 9.7 1-100 0.9999
56  Dichlofenthion (ECP) 425 + 315 259 0.06 0.03 104 14.5 0.03-1 0.9999
57  Chlorpyrifos-methyl 367+ 322 125 03 03 103 77 0.1-3 0.9999
58 Dimethylvinphos_E 269 + 331 127 0.1 0.1 94 1.0 0.03-1 0.9999

Dimethylvinphos_Z 254  + 331 127 0.1 0.1 96 5.7 0.03-1 0.9999
59  Fosthiazate 164 + 284 104 0.03 0.03 87 32 0.03-1 0.9999
60  Metrachlor 288 + 284 252 2 1 93 1.6 0.03-1 0.9999
61  Orysastrobin 260 + 392 205 1 1 88 1.0 0.1-3 0.9999
62 Paclobutrazol 287 + 294 70 0.5 0.3 90 1.6 0.01-1 0.9998
63 Phosalone 351+ 368 182 0.05 0.03 93 5.8 0.01-0.3 0.9999
64 Propaphos 327 | + 305 221 0.01 0.01 90 9.0 0.003-0.1 0.9998
65  Propoxur (PHC) 136 + 210 11 2 1 84 29 0.1-3 0.9999
66 Pyraclofos 350 + 361 257 - 0.01 110 7.3 0.01-1 0.9999
67 Pyrazoxyfen 330  + 403 91 0.04 0.03 107 28 0.003-0.1 0.9999
68  Quinoclamine (ACN) 126 + 208 105 0.05 0.03 100 9.7 0.03-1 0.9999
69 Uniconazole-P 301+ 292 70 04 0.3 90 04 0.03-1 0.9998

3) FRER 7 RH)

Cypermethrin 46.5 191 10.1 0.3-10 0.9999
71  Ethiprole 244 - 395 331 0.1 0.1 86 39 0.03-1 0.9996
72 Fenoxanil 307+ 329 302 0.2 0.1 112 1.7 0.1-3 0.9997
73 Methamidophos 37 | + 142 94 0.01 0.01 83 0.8 0.01-0.3 0.9995
74 Propargite (BPPS) 448  + 368 231 0.2 0.1 91 6.1 0.03-1 0.9999
75  Permethrin_trans 478 + 408 183 1 0.5 101 8.0 0.5-15 0.9996

Permethrin_cis 481 + 408 183 1 0.5 106 43 0.05-1.5 0.9998
76  Tolfenpyrad 419  + 385 197 0.1 0.1 89 86 0.1-3 0.9999
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4) RIFAE18 BE Q20E%)

24-D 13.1 219 161 103 0.1-3 0.9998
78  Azoxystrobin 231 |+ 404 372 5 3 80 08 0.3-10 0.9996
79  Bensulfuron-methyl 170 + 411 149 5 3 82 47 0.1-3 0.9997
80 Bensulide (SAP) 315+ 398 158 1 1 82 35 0.1-3 0.9999
81 Bentazone 8.1 = 239 132 2 1 113 09 0.03-1 0.9996
82  Carbaryl (NAQ) 152 + 202 145 0.5 03 95 28 0.1-3 0.9998
83 Carbendazim (MBC) 102  + 192 160 0.2 0.1 95 14 0.1-3 0.9997
84 Carbofuran 138 + 222 165 0.05 0.03 97 1.9 0.03-3 0.9998
85 Carpropamid 327 + 334 139 04 03 95 1.5 0.1-3 0.9999
86 Diuron (DCMU) 192  + 233 72 0.2 0.1 94 34 0.03-1 0.9999
87 Dymron 262+ 269 151 8 3 99 1.8 0i--3 0.9999
88  Fipronil 3G | = 435 330 0.005 0.003 100 159 0.003-0.1 0.9998
89  Flazasulfuron 98  + 408 182 03 0.3 86 72 0.003-0.1 0.9993
90 Halosulfuron-methyl 12.1 + 435 182 3 3 100 10.5 0.1-3 0.9999
91  Mecoprop (MCPP) 157 5= 213 141 0.5 03 120 2.1 0.3-10 0.9998
92 Methomyl 67 + 163 88 03 0.3 97 03 0.01-0.3 0.9995
93  MPP (Fenthion) 329  + 279 247 0.06 0.06 100 44 0.06-2 0.9999

MPP Oxon 211 |+ 263 231 0.06 0.06 100 44 0.06-2 0.9999

MPP Oxon Sulfoxide 9.1 + 279 264 0.06 0.06 103 47 0.02-0.6 0.9996

MPP Oxon Sulfone 9.5 18 312 295 0.06 0.06 90 30 0.02-06 0.9993

MPP Sulfoxide 147  + 295 280 0.06 0.06 100 74 0.02-0.6 0.9995

MPP Sulfone 159  + 328 311 0.06 0.06 96 47 0.02-0.6 0.9998
94  Siduron 230  + 233 137 3 3 96 0.7 0.1-3 0.9999
95 Thiodicarb 163+ 377 64 0.8 0.3 83 338 0.3-10 0.9997
96  Tricyclazole 106  + 190 163 1 1 84 6.4 0.1-3 0.9999

5 BIRAE19-20 BE GEX)

97  2,2-DPA (Dalapon) = 141 107 0.3-10 0.9999
98 Acephate 44 4 184 143 0.06 0.03 110 1.6 0.03-3 0.9997
99  Benfuracarb 396 + 411 195 04 03 89 48 0.1-3 0.9999

LCMS &, #Matt BRBEFROBIRTY,
AXEICEHEIN TV SeME, BRa. T—EAR—7HL000) EHOEESSUCESREIECT,
HH AXFRETE MM L TeJ ZBRLTWEWEaLH Y E T,
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LC/MS

Application
News

No.c1 72

TR 30 FF 3 BOREEHBEETHERIERREN (X
FAKFE0328FE 1 5~F45) IcLVY, KEEEEERTEIA
BOBRERECBITBRIRAZE 20 D 2 DRI A NI S
7 -BEDRFHC LB —FDIE) ORNRELGDEEDKIE
IR, 181 BEEGVE LT

BIARAES BLUBIFRAZES D2 ThH5 IERMEL - A
VAR SIS T -BENMEHIL 5 —FAE] BLORIR
B 18 BRI - &iAY A< N7 57 -BEDEH LS
—FEONEL © BIAAE 19 TEEHE - RiE7 A IS
T -BESWEL . BIRAE20 DREOR NI ST -EE
DEHT KB —FDIE ITBHEINDZBEERD D B, FIAR
73720 D 2 DRMEETHRFEIRES 106 BE. HX05E
BEREE LTHRRENC 7 BEZMA T 113 BEHEM
Th&E L.

SBld. 181 BEZDESME 25 min LFERECOM L
PERENT B EHIc. BEERVEBOTVS 29 BEZFR
<152 BRISOWT KBEKBIRE T ADEZ L MEFHMRA 1 K~
A VICEDELCMS™M-8050 & AW CEHE LIciER B
TRENLET,

H. Horiike

1

b 7 IVEERILC/MS/MSZ LN e
KEEEBRIEREERE
iR E2002 EEOEZED

N 181 EERSIEERDDR

SEREMEI N 113 BRZZGRIRGZE20 D 2 [TREh
%181 BEICDODWTCORAIZERICLSTIC /AR M T L
X1 IRLE Lz,

1 9MrlE. 25 min &7 £,

Fle. DIREEER IR LE Lz, SEDBINTIE.
183 - GC-MS IC K 2—FRIETRAIN TV AZHD
BEENR LOMS FIiTEHBIMENzd. BEOWHESZIKIC
EOTWET,

—HOERICESNDDNHATLDRESEERE L, A
BT —=BATDODS ho LEEEL. DIFLE LT

(x1,000,000)

55
50
4.5
4.0
35
30
2.5
20
1.5
1.0
0.5
0.07

T 181 BERAFPERDOTIC/OX IS L (F1~2 ug/L)

PaUiES S

Column
Mobile phases

. InertSustain® AQ-C18 PEEK (50 mm L. X 2.1 mm I.D,, 1.9 um, GL Sciences)
© A 5mmol/L Ammonium acetate-water

B 5 mmol/L Ammonium acetate-methanol

Time schedule

Flow rate : 025 mL/min

Column temperature 2 40°C

Injection volume S50 ulL

lonization . ESI (Positive / Negative)
DL temperature : 200°C

Block heater temperature 400 °C

Interface temperature 1 200°C

Nebulizing gas flow : 3L/min

Drying gas flow - 10 L/min

Heating gas flow : 10 L/min

. Bconc. 10 9% (0~0.50 min) — 45 % (3.00 min) — 80 % (15.50 min) — 100 % (18~21 min) = 10 % (21.01~25 min)
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WA EE LTRAIN 7 REDDR

BIARAE 20 D2 NEMENZEEDS B, SETHREA
ENTRENTWED o 7a/UbFy b INILA R
IF7O—)b, cs-NIb XA MU trans-NILA MY >0 T

JEYIIU. ARIRRR MLVTIVET RO 7 B .

[ICDWTC. ZERZED 1/100 BELTCHITS MRM 7 O
NS LB LOREZED 1/100EEUTAEE 5 SBEE

Ethiprole

ZTERlicnLE L, &fee TNZNT7 AIVEVEES ~ U
D LT &K BERIE Lo KERNZBIRIED 1/10 REL T,
1100 BELFZ AR LIE MRM 70O b S LERLEL

1 ZEFLERICHRELT8EBICEYETY

trans-Permethrin

Propargite
50000 1 367.85>231.20
25000
0

17‘.0 17‘.5

Standard MRM chromatogram (0.1 i g/L)

7 (x1,000,000)

R2>0.9996
5.01
0.0 T T —
0.0 1.0 2.0 EE
Calibration curve (0.03-3 ug/L)
x100,000)
- Spiked 1 ug/L
- Spiked 0.1 pg/L
5.07 - Drinking water
2.57
A/;
0.0 x x
17.0 17.5 min

Spiked standard MRM chromatogram

3000 1
2000 1

1000 7

04

395.10>330.95

T
9.0

T T
9.5 10.0

Standard MRM chromatogram (0.1 pg/L)
E# (x100,000)

5.09

2.57

0.0

R2>0.9998

o

0

10 20 EE
Calibration curve (0.03-3 ug/L)

(x10,000)

- Spiked 1 pg/L
- Spiked 0.1 pg/L
- Drinking water

0.0

90

95 100 min

Spiked standard MRM chromatogram

100000

1 40840>183.10
75000{
soooof

25000

0] O

180 190
Standard MRM chromatogram (0.5 1 g/L)
M#& (x100,000)

R2>0.9985

0 v T T T T T i I
0.00 0.25 EE
Calibration curve(0.005-0.5 u g/L)
x1,000,000)

1 - Spiked 5 pg/L
1.00 - Spiked 0.5 pg/L
0751 - Drinking water

175 180 185 min
Spiked standard MRM chromatogram

Methamidophos

Tolfenpyrad

cis-Permethrin

1

2.

0.0

142.20>94.10
1500 4
1000 4
5004
0 )
T T
1.0 15

Standard MRM chromatogram (0.01 ug/L)

A (x1,000,000)
0 R?>09999

07

00 05 RmE
Calibration curve (0.01-1 ug/L)

x10,000)

2.07 - Spiked 0.1ug/L
- Spiked 0.01 g/l
7 - Drinking water

1.0
0.57 .
0.0 ; :
1.0 15 min

Spiked standard MRM chromatogram

20000

10000

384.55>197.10

160 165

Standard MRM chromatogram (0.1 1 g/L)
ME#& (x10,000,000)

1.07

0.57

R2>0.9992

00

00 50 R

Calibration curve (0.1-10 ug/L)

x100,000)

- Spiked 1 pg/L
- Spiked 0.1 pg/L
- Drinking water

0.0

Spi

16.0 165 min
ked standard MRM chromatogram

100000
1 40840>183.10
75000
50000%
25000;
04
— —
18.0 19.0
Standard MRM chromatogram (0.5 11 g/L)
M7 (x100,000)
R2>0.9984
2.5
0oE————————
0.00 0.25 BE

Calibration curve (0.005-0.5 ug/L)

x1,000,000)

1 -Spiked 5 ug/L
1.00 - Spiked 0.5 pg/L
0751 - Drinking water

0.257 A
0.00 :

175 180 185 min
Spiked standard MRM chromatogram

D

index




Cypermethrin Fenoxanil

1 43330>191.05 1 329.25>302.10
1000
5004
0] ] |
17.0 1 8‘.0 1 2"0 127
Standard MRM chromatogram (0.1 i g/L) Standard MRM chromatogram (0.1 i g/L)
M5 (x100,000) TEI1& (x1,000,000)
R2>0.9984 R2>0.9990
20
1.0
05 1.0
0.0 T = oo
0.0 0.5 BE 0.0 0.5 =
Calibration curve (0.01-1 ug/L) Calibration curve (0.1-1 ug/L)
5 07><1 0,000) x100,000)
’ - Spiked 0.1 pg/L 204 - Spiked 1 ug/L
1 - Spiked 001 ug/L . - Spiked 0.1 pg/L
15 - Drinking water 159 - Drinking water
1.01 1.0
0.51 0.51 -
e — )
00 e 0.0 x x x
17.5 18.0 min 11.5 12.0 12.5min
Spiked standard MRM chromatogram Spiked standard MRM chromatogram

N ERMEMERE L EHERES SUBRMENRET N REDSIR

BARAE 20D 2 OWREEDS B, BIEENMERE L Fle. 24D YT FIV AVFEGFAY (FFYV UK
ZEZES L7 ZORA EROKRA, ARXYRA EUL S6) ERICEZENE LAY E LI, ans 3 2D
JrxvFAY TONNARR IRIV Ta7az)be T TH. SEIEED 1/100BEULTOMRM 70X M7 5 L6
UM IA Y|/ 7O NRAD 9 BRERY bl RE KU 100 BEUTAEE 5 AEEigaEklicaon LE Lz

=BD 1/1002ELTOMRM 7 0OX b7 5 LEXUEBER
ED 17100 BEUTZEE 5 miRE8iRe R L& L,

Anilofos Piperophos Cadusafos
75001 1500
1 367.60>199.00 1 354.30>171.00 7 271.30>159.00
] ] 5000+
5000 1000 1
2500 500 2500
04 X | 0; S—
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
12‘.5 13‘.0 13‘.5 14.0 14.5 15.0 135 14.0 14.5
Standard MRM chromatogram (0.03 i g/L) Standard MRM chromatogram (0.003 i g/L) Standard MRM chromatogram (0.003 i g/L)
& (x1,000,000) & (x1,000,000) & (x1,000,000)
204 Re>0999% 104 R>0999 309 re09996
2.0
1.0 0.5
1.0
0 < — oo~ oo
00 05 e 00 0.1 02 e 00 01 02 e
Calibration curve (0.01-1 ug/L) Calibration curve (0.003-0.3 ug/L) Calibration curve (0.003-0.3 ug/L)
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Pyridaphenthion

Simazine (CAT)

5000
1{ 34125>189.10

25004

0+ L
105 11.0 1.5
Standard MRM chromatogram (0.01 i g/L)

Propaphos
7500
7 305.20>221.05
5000
2500
01 : -

L —
125 13.0 135
Standard MRM chromatogram (0.01 i g/L)

3000 2022056815
2000

1000

0

———
6.0 6.5
Standard MRM chromatogram (0.03 i g/L)

HE#& (x1,000,000) OE%E (x100,000) 1A (x1,000,000)
| Re>09997 507 Res09995 204 R>09991
254
| 25 104
| 00 ~ oo ————
00 ik B 0. 005 RE 00 10 20 BE
Calibration curve (0.01-1 ug/L) Calibration curve (0.001-0.1 ug/L) Calibration curve (0.03-3 ug/L)
Fipronil Tefuryltrione Monocrotophos
1 3000
{ 43500>329.95 1 460.35>443.05 1
] : > 5000.] 22410-127.00
2000+ 2000{ |
1000 1000 25001
0] - L 04 ) ‘ 0]
— L — T T T T T LA I L e ) B
s 120 125 35 40
Standard MRM chromatogram (0.003 i g/L) Standard MRM chromatogram (0.01 i g/L) Standard MRM chromatogram (0.01 i g/L)
7 5;5% (x100,000) & (x1,000,000) & (x1,000,000)
’ R2>0.9984 309 pe09006

154 R%0.9992
1.0
0.5
0.0

oo _—
0.00 005 B B 00 05 SR
Calibration curve (0.0001-0.1 pg/L) Callbranon curve (0.01-1 g/L) Calibration curve (0.01-1 pg/L)
2,4-D Cyanazine Isoxathion
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1 219.20>160.95 | 24120>214.10 7500 3142010510
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Standard MRM chromatogram (0.03 i g/L)
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Callbratlon curve (0.01-1 pg/L)
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W k8K ZE AW CRMENGERIC BT B HTRES SUEEER (152 &%)

BAE 20 D 2 ITIBEINZERDS B, BEER LD feEnEBVE LIS, 7oV R)L7ay Xrhryay
29 BEERRC 152 BEICDWT. FEICHKEKNEBIZE AFIUTDOWNTIE. ZRAIIVEVEEF b 7 AL KB EEH
1/100 UTFEEICED K DITHEKRANTM LR A AE BoNdidb XA AMFYVBROT U LV EHIT,

(n=5) LfeERearnLE L FAWE S U AICKBRERNE Lz DAL, 5

AGEKIG. TRAVE VEEF MU D LI K Y BIEENE L L& L,

1) BRAES BE 618

Alachlor 159 + 101 0.1-10 0.9997
2 Anilofos 129  + 368 199 0.03 0.03 97 29 0.01-1 0.9996
3 Atrazine 79 A 216 174 0.1 0.1 100 38 0.03-3 0.9975
4 Bifenox 142+ 359 310 2 1 97 12.5 0.3-10 0.9960
5  Bromobutide 114 + 314 196 1 03 101 28 0.01-1 0.9998
6  Buprofezin 158 + 306 201 0.2 0.1 94 35 0.1-10 0.9987
7 Butamifos 138 + 333 180 0.2 0.1 101 33 0.01-1 0.9995

Butamifos Oxon 106+ 317 244 0.2 0.1 99 1.7 0.01-1 0.9998
8  Cafenstrole 110 + 351 100 0.08 0.03 93 10.9 0.01-1 0.9995
9  Chlorpyrifos 164 + 350 198 0.03 0.03 83 53 0.03-3 0.9997

Chlorpyrifos Oxon 18 + 336 280 0.03 0.03 100 73 0.01-1 0.9996
10  Dithiopyr 152 | = 402 354 0.09 0.03 113 9.0 0.03-3 0.9995
11 Diazinon 133 + 305 169 0.03 0.03 83 15.5 0.03-3 0.9997

Diazinon Oxon 8.8 + 289 153 0.03 0.03 97 34 0.01-1 0.9997
12 Dimepiperate 144  + 264 146 0.03 0.03 107 6.0 0.03-3 0.9995
13 Dimethametryn 126+ 256 186 0.2 0.1 98 1.5 0.01-1 0.9997
14 Dimethoate 43 A 230 199 0.5 0.03 100 8.2 0.01-1 0.9997
15  Edifenphos (EDDP) 130  + 311 283 0.06 0.03 107 36 0.01-1 0.9999
16 EPN 147  + 324 296 0.04 0.03 99 14.8 0.03-3 0.9997

EPN Oxon 96 A 308 280 0.04 0.03 97 52 0.01-1 0.9994
17 Esprocarb 155  + 266 91 0.3 03 95 33 0.1-10 0.9997
18  Ethofenprox 186 + 394 177 0.8 0.3 104 36 0.01-1 0.9989
19 Fenobucarb (BPMC) 9.0 A 208 95 0.3 0.3 95 4.1 0.1-10 0.9997
20  Flutolanil 104 + 324 262 2 0.3 95 38 0.01-1 0.9999
21  Fthalide 106 - 271 243 1 1 96 17.9 1-30 0.9998
22 Iprobenfos (IBP) 124+ 289 91 09 0.3 85 25 0.03-3 0.9982
- Isofenphos Oxon 1.0 + 330 201 0.01 0.01 100 53 0.003-0.3 0.9989
23 Isoprocarb (MIPC) 75 A 194 95 0.1 0.1 94 56 0.01-1 0.9996
24 Isoprothiolane (IPT) 106+ 291 231 3 03 94 23 0.01-1 0.9998
25 Isoxathion 140 + 314 105 0.05 0.03 97 34 0.03-3 0.9983

Isoxathion Oxon 10.1 A 298 242 0.08 0.03 97 4.0 0.01-1 0.9999
26 Malathion 105  + 348 331 7 1 96 4.5 0.03-3 0.9989

Malaoxon 6.3 A 315 99 7 1 90 30 0.03-3 0.9985
27 Mefenacet 110 + 299 148 0.2 0.1 98 2.7 0.01-1 0.9997
- MEP Oxon 6.4 A 262 104 0.1 0.1 98 13.7 0.03-3 0.9995
28  Mepronil 105  + 270 119 1 0.3 91 2.7 0.01-1 0.9999
29  Metalaxyl 79 A 280 220 0.6 03 95 1.2 0.01-1 0.9999
30 Methidathion (DMTP) 8.7 + 320 145 0.04 0.03 87 5.7 0.03-3 0.9977
31  Methyldymron 1.0 + 269 151 0.3 0.3 89 42 0.03-3 0.9989
32 Napropamide ks | = 272 171 03 0.3 93 4.8 0.1-10 0.9988
33 Pencycron 140  + 329 125 1 1 92 4.5 0.1-10 0.9997
34 Pendimethalin 166+ 282 212 3 1 101 1.6 0.1-10 0.9996
35 Phenthoate (PAP) 127+ 321 247 0.07 0.03 110 11.1 0.03-3 0.9996
36 Piperophos 145 + 354 171 0.009 0.003 86 0.2 0.003-0.3 0.9996
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Pretilachlor 14.7 312 100 0.03-3 0.9991
38 Procymidone 107+ 284 256 0.9 03 107 183 03-10 0.9993
39 Propiconazole 129  + 342 159 0.5 03 94 24 0.01-1 0.9993
40  Propyzamide 10.1 = 254 228 0.5 0.3 99 5.1 0.03-3 0.9990
41 Pyributicarb 165 + 331 181 0.2 0.1 86 45 0.1-10 0.9992
42 Pyridaphenthion 109 + 341 189 0.02 0.01 110 137 0.01-1 0.9997
43 Pyriproxyfen 166  + 322 96 3 03 83 20 0.01-1 0.9994
44 Pyroquilon 59 1F 174 117 0.4 0.1 96 47 0.01-1 0.9999
45 Simazine (CAT) 64  + 202 68 0.03 0.03 86 139 0.03-3 0.9991
46  Simetryn 80 + 214 68 03 03 95 27 0.03-3 0.9981
47 Terbucarb (MBPMC) 142 + 295 109 0.2 0.1 97 1.6 0.01-1 0.9999
48  Thenylchlor 1165 =+ 324 127 2 0.3 103 1.7 0.01-1 0.9999
49  Thobencarb 137  + 258 125 0.2 0.1 107 42 0.03-3 0.9991
50 Tolclofos-methyl [SICH e 301 269 2 1 117 26 0.3-30 0.9990

Tolclofos-methyl Oxon 9.6 + 285 109 2 1 116 13 0.03-3 0.9991
51  Trichorfon (DEP) 4.2 18 259 109 0.05 0.03 80 6.9 0.01-1 0.9997

2) BIRAES D2 BE (18K

Benfuresate 4 0.3-30 0.9992
53 Butachlor 159 | + 312 238 03 03 109 1.9 0.1-10 0.9996
54 Cadusafos 1839 | < 271 159 0.006 0.003 101 85 0.003-03  0.9996
55 Cinmethylin 15.5 A 292 105 1 1 104 0.8 0.3-30 0.9999
56  Dichlofenthion (ECP) 161  + 315 259 0.06 0.03 104 19.8 0.03-3 0.9982
57  Chlorpyrifos-methyl 141 + 322 125 03 03 96 15.1 0.3-30 0.9998
58 Dimethylvinphos_E 114  + 333 127 0.1 0.1 97 155 0.01-1 0.9986

Dimethylvinphos_Z 107  + 333 127 0.1 0.1 103 52 0.01-1 0.9995
59  Fosthiazate 7.1 + 284 104 0.03 0.03 99 1.6 0.01-1 0.9999
60  Metrachlor 116 + 284 252 2 03 97 1.6 0.01-1 0.9997
61  Orysastrobin 108 + 392 205 1 1 97 3.1 0.1-10 0.9984
62 Paclobutrazol 110  + 294 70 0.5 0.3 98 1.6 0.01-1 0.9998
63 Phosalone 137  + 368 182 0.05 0.03 90 134 0.01-1 0.9997
64 Propaphos 128 + 305 221 0.01 0.01 100 4.6 0.001-0.1 0.9995
65  Propoxur (PHC) 60 + 210 11 2 1 104 22 0.03-3 0.9992
66 Pyraclofos 137 + 361 257 0.03 0.03 93 19 0.01-1 0.9991
67 Pyrazoxyfen 132 + 403 91 0.04 0.03 93 32 0.01-1 0.9997
68  Quinoclamine (ACN) 59 | + 208 105 0.05 0.03 87 14.1 0.01-1 0.9994
69 Uniconazole-P 106 + 292 70 04 0.3 98 0.7 0.01-1 0.9999

3) FRER 7 RH)

Cypermethrin 17.8 191 0.01-1 0.9984
71  Ethiprole 9.5 - 395 331 0.1 0.1 104 72 0.03-3 0.9998
72 Fenoxanil 120  + 329 302 0.2 0.1 101 36 0.01-1 0.9990
73 Methamidophos 1.5 18 142 94 0.01 0.01 100 44 0.01-1 0.9999
74 Propargite (BPPS) 17.1 “ 368 231 0.2 0.1 92 4.1 0.03-3 0.9996
75  Permethrin_trans 18.2 + 408 183 1 0.5 111 25 0.005-0.5 0.9985

Permethrin_cis 185 + 408 183 1 0.5 11 2.1 0.005-05  0.9984
76  Tolfenpyrad 161+ 385 197 0.1 0.1 80 34 0.1-10 0.9992
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4) RIFAE18 BE Q20E%)

24-D 219 161 101 10.2 0.03-3 0.9972
78  Azoxystrobin 101 + 404 372 5 1 103 1.0 0.03-3 0.9985
79  Bensulfuron-methyl 6.9 + 411 149 5 1 72 25 0.01-1 0.9999
80 Bensulide (SAP) 12:58 B 398 158 1 1 106 1.6 0.03-3 0.9994
81 Bentazone 35 = 239 132 2 1 103 29 0.3-10 0.9999
82 Carbaryl (NAQ) 67 |+ 202 145 0.5 03 100 238 0.01-1 0.9994
83 Carbendazim (MBC) 48  + 192 160 0.2 0.1 107 1.9 0.01-1 0.9998
84  Carbofuran 6.1 1 222 165 0.05 0.03 80 1.9 0.03-3 0.9986
85 Carpropamid 129  + 334 139 04 03 101 1.1 0.01-1 0.9998
86  Diuron (DCMU) 80 + 233 72 0.2 0.1 102 6.0 0.01-1 0.9999
87 Dymron 106 + 269 151 8 03 87 6.0 0.01-1 0.9994
88  Fipronil 112 | = 435 330 0.005 0.003 105 87 0.001-0.1 0.9984
89  Flazasulfuron 43+ 408 182 03 0.3 76 0.6 0.003-03  0.9995
90 Halosulfuron-methyl 49 + 435 182 3 1 89 45 0.01-1 0.9988
91  Mecoprop (MCPP) 55 - 213 141 0.5 03 104 77 0.03-3 0.9990
92  Methomyl 35 1 163 38 03 0.3 100 35 0.01-1 0.9997
93  MPP (Fenthion) 130  + 279 169 0.06 0.06 93 6.6 0.02-2 0.9984

MPP Oxon 88  + 263 231 0.06 0.06 91 4.1 0.02-2 0.9999

MPP Oxon Sulfoxide 44+ 279 264 0.06 0.06 93 49 0.02-2 0.9995

MPP Oxon Sulfone 4.5 1 312 295 0.06 0.06 95 4.1 0.02-2 0.9999

MPP Sulfoxide 67 + 295 280 0.06 0.06 93 2.1 0.02-2 0.9999

MPP Sulfone 7.1 + 328 311 0.06 0.06 93 1.5 0.02-2 0.9998
94  Siduron 96 | + 233 137 3 03 99 1.1 0.01-1 0.9998
95 Thiodicarb 78 + 355 38 0.8 0.3 102 14 0.03-3 0.9977
96  Tricyclazole 52  + 190 163 1 1 83 76 0.3-10 0.9975

5) BIFEAZE19-20 BE GER)

97  2,2-DPA (Dalapon) = 141 110 153 0.3-30 0.9976
98 Acephate 20 +F 184 143 0.06 0.03 93 3.0 0.03-3 0.9992
99  Benfuracarb 155  + 411 195 0.4 0.3 111 1.6 0.03-3 0.9998

6) RIFEAE20D2 BIFRE (53R

100 Acetamiprid + 126 0.01-1 0.9996
101 Ametrine 97 | + 228 186 2 1 106 1.0 0.1-10 0.9998
102 Benzofenap 153 | < 431 105 0.05 0.03 93 20 0.003-03  0.9998
103 Boscalid 100+ 343 307 1 0.3 95 3.0 0.01-1 0.9986
104 Bromacil 60 + 261 205 0.5 03 100 20 0.01-1 0.9999
105 Chromafenozide 116 + 395 175 7 1 107 09 0.03-3 0.9995
106 Clomeprop 155 | < 324 120 0.2 0.1 84 55 0.1-10 0.9992
107 Clothianidine 4.1 + 250 169 2 0.3 97 33 0.01-1 0.9998
108 Cumyluron 109 + 303 185 03 0.3 103 20 0.01-1 0.9998
109 Cyanazine 58 + 241 214 0.01 0.01 91 3.1 0.01-1 0.9997
110 Cyproconazole 105  + 292 70 0.2 0.1 96 1.6 0.01-1 0.9996
111 Cyprodinil 130 + 226 108 0.7 0.3 101 2.5 0.1-10 0.9998
112 Dichlorprop 56 - 233 161 0.6 0.3 95 5.6 0.1-10 0.9992
113 Diclomezine 1.0 | + 255 141 0.5 03 92 14.2 0.03-1 0.9987
114 Difenoconazole 142+ 406 251 0.2 0.1 93 1.2 0.01-1 0.9999
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115 Diflubenzron 11.8 156 13.0 0.03-1 0.9990
116 Dinotefuran 28 + 203 129 6 03 92 25 0.01-1 0.9997
117 Etobenzanid 131 + 340 179 1 03 96 34 0.01-1 0.9997
118 Fentrazamide 1308 B+ 350 154 0.1 0.1 102 30 0.01-1 0.9999
119 Ferimzone_E 100+ 255 132 0.5 0.15 88 0.1 0.05-5 0.9999

Ferimzone_Z 103+ 255 132 0.5 0.15 88 0.5 0.05-5 0.9996
120 Fluazifop-buty! 6.3 + 328 282 0.1 0.1 70 4.2 0.01-1 0.9995
121 Fluazinam 148 - 463 415 03 0.3 106 41 0.01-1 0.9986
122 Flusulfamide 110 - 413 171 = 0.01 110 143 0.003-0.3 0.9992
123 Furametpyr 78 + 334 157 0.2 0.1 102 23 0.01-1 0.9997
124 Imidacloprid 40  + 256 209 1 03 94 19 0.01-1 0.9997
125 Inabenfide 9.6 = 337 122 3 03 95 5.0 0.1-10 0.9992
126 Linuron 9.3 + 249 182 0.2 0.1 101 1.5 0.03-3 0.9998
127 Metominostrobin 8.6 +* 285 196 04 0.3 104 0.9 0.1-10 0.9990
128 Metribuzin 60 + 215 49 03 03 98 28 0.01-1 0.9999
129 Monocrotophos 37 A 224 127 0.02 0.01 110 121 0.01-1 0.9996
130 Naproanilide 123+ 292 171 0.2 0.1 81 35 0.1-10 0.9993
131 Nereistoxin 54 4+ 150 105 3 3 109 39 0.1-10 0.9984
132 Nitenpyram 32+ 271 56 13 03 92 36 0.01-1 0.9994
133 Oxadiargyl 136 + 358 223 0.2 0.1 88 55 0.1-10 0.9991
134 Oxaziclomefone 154  + 376 190 0.2 0.1 94 1.7 0.1-10 0.9997
135 Pirimiphos-methyl 139  + 306 164 0.6 03 100 1.5 0.03-3 0.9998
136 Prometryn 114 + 242 158 08 03 101 22 0.03-3 0.9999
137 Propanil 9.2 = 216 160 04 0.1 108 25 0.003-0.3 0.9986
138 Pymetrozine 36+ 218 105 03 03 93 1.2 0.01-1 0.9999
139 Pyraclonil 77+ 315 169 0.1 0.1 95 1.8 0.01-1 0.9998
140 Pyriminobac-methyl_E 92 + 362 330 0.5 03 99 1.2 0.03-3 0.9996

Pyriminobac-methyl_Z 103+ 362 330 0.5 03 103 1.2 0.03-3 0.9992
141 Quizalofop-ethyl 152 + 373 299 0.2 0.1 90 1.6 0.1-10 0.9996
142 Simeconazole 110  + 294 70 0.2 0.1 98 44 0.01-1 0.9993
143 Tebuconazole 124+ 308 70 0.7 0.1 92 39 0.003-0.3 0.9995
144 Tebufenozide 124  + 353 133 04 0.3 100 1.2 0.01-1 0.9999
145 Tefuryltrione 43 + 460 443 0.02 0.01 80 6.5 0.01-1 0.9992
146 Tetrachlorvinphos 122+ 367 127 0.1 0.1 102 49 0.03-3 0.9999
147 Tetraconazole 112+ 372 159 0.1 0.1 95 23 0.01-1 0.9997
148 Thiacloprid 48  + 253 126 - 0.3 102 1.5 0.01-1 0.9989
149 Thiamethoxam 35 + 292 181 0.5 03 95 4.1 0.01-1 0.9999
150 Thifluzamide 17 | = 527 125 04 0.1 106 1.9 0.003-0.3 0.9992
151 Tiadinil 104 - 266 71 1 1 101 1.9 0.1-10 0.9997
152 Trinexapac-ethyl 4 A 253 69 0.1 0.1 82 3.1 0.01-1 0.9999
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LC/MS

Application
News

No.c1 73

BIEERIEIE. SMEEICEEN. EEARTRICBNTE
HACERISIC KV ERT BT EHMENTH Y. BARICH
BHELET, AL E CKPICB W THEE L ImBERE
FUELTEELTEREL, BRINERKEEL, S, b
FAZEICERLIEGEITE. FIREEEDE N E A5 |E
T ITHREEND Y. BRADEENEIINTVET,

FIOBIEERBIE. ABEBFKDAKNIRIC K UBREDE L
e, BRERICBWTIE. T 21 FITKEREEREER
THHERTER & L CBIEREANBINE . TR 23 FIC
IEKBEEEDBZEE LT 0025mg/L BREETNTVET,

WA 7 23 h S Lz AW TS5

KVTRIAAVRMAHS LEBL. BIZED 1/10 BE
T3 0.0025 mg/L DIBIEREIZHER R A DI L. B5N
MRM 2 A< 495 L %B 1 1<, 0.001~0.025 mg/L #E|C
P BHENRERER 2 ITRLE LT,

F e KEKFICEREICEET B84 > Hits 1
Fo WA T VR EEEGRESIEERREDT L. 85N
fc MRM 7 8< b5 L&KM 3 ISR LE Lic, BIERmI.
TNSRMA AT EFTDICHBETCETCND T EDERTE
£,

=1 PWERHEO
. Shim-pack™ IC-A3(S)
(150 mm L. X 2.0 mm |.D., Shimadzu)
: A) 25 mmol/L Ammonium acetate-water
B) Acetonitrile
A/B=80/20 (vol/vol)

Column

Mobile phases

t U7 IVEERERE LC/MS/MS =L e
IKEKPDBIEZREE TR

Y 30 FIRME. KERRRET CIOBEREOMAEE L
T Method 331 1T LC/ESI/MS JEDNRENTWE I AL BARIC
BWCBERBOOAEIE. ERARINTOEEA,

BRIt S r— 3> =3 —ANo.C85 T/ 4 7L
v AR ICLOMS [T K ZiBIERE DD (T, >
LO/MS Z W aBIBRBO DA ZEN L TWE TN S
& b1 IVIUERRAL LC/MS/MS Td % LCMS™-8050 % ALY,
IEKPDOBRERR EESREDHT LIBZENT 5 & i,
WAERFIC L2 DA HE TRV LE T,

H. Horiike

(x10,000)
2504 Clo,- 99.10>82.95()

2257

2,001

1 BERBOMRMY O K75 L (0.0025 mg/LEAEATR)

T (x1,000,000)

3.04 R >0.999
R?>0.998

2 BIEEREEOS siEidiRERR (0.001~0.025 mg/L)

Flow rate : 04 mL/min 20
Column temp. 1 40°C i
Injection volume 10l
Probe voltage : -3.5kV (ESI-Negative) 10
DL temp. 1 100°C -
Block heater temp. :300°C
Interface temp. 1 100°C
Nebulizing gas flow : 2L/min 00
Drying gas flow : 10 L/min -
Heating gas flow : 10 L/min
MRM transition 1 m/z99.10>82.95

600000

500000 do,

aoy A

400000 A

CO; MRM m/z 99.10>82.95
ClOy MRM m/z  82.90>66.90
BrOs~ MRM my/z 129.00>112.95
NOy SIM m/z 6200

HSO, SIM m/z  97.00

- SIM m/z 3500

3000001

Br SIM m/z 7890

2000007

100000 A Cl
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WA S Lz BV )

R2ITRITHEEAZ LEAV,. BIRMED 1/10 BETHS
0.0025 mg/L DBEZREARER K Z DT L. B5MNTc MRM

AR IS L% 4

IC. E120.001~0.050 mg/L &HECH

112 6 IREBIFZR S5 ITRLE LT,

BIRRE A A U EBHBKDEWA 4 > TH S cdHH
BAZ LITEWTE—EDREF (6.3 min) ZRLETH
TOMDT =74 VRBRIFRFEDB VD K 6 1R g L2138

BERAF 2 ETDE

DEEDFIREE T Y KT,

&2 ONEHD

Column

Mobile phases

: CAPCELL PAK C18 MGl

(150 mm L. X 3.0 mm |.D,, SHISEIDO)

: A)0.05 % formicacid-water

B) Acetonitrile
A/B=80/20 (vol/vol)

(x1,000)

ClO4 99.10>82.95(-)

25 50 7.5

4 BIEREBOMRMY O h 75 L (00025 mg/URHEER)

7 (x100,000)

1] R>099

59 R>0999

10

057

T P
0 10 20 30 40 e

5 BIERELDORIEITIRERR(0.001~0.050 mg/L)

Flow rate 1 04 mL/min
Column temp. 1 35°C
Injection volume c2ul
Probe voltage : -3.5kV (ESI-Negative)
DL temp. 1 100°C
Block heater temp. 1 300°C
Interface temp. 2 100°C
Nebulizing gas flow : 2L/min
Drying gas flow : 10 L/min
Heating gas flow : 10 L/min
MRM transition . Perchrorate m/299.10>82.95
(x100,000)
10] cloy

oy

99.10>82.95
82.90>66.90
129.00>112.95
62.00

m/z
m/z
m/z
m/z

o, MRM
oy MRM
BrO; MRM
NO; SIM

ca SIM
Br  SIM

35.00
78.90

m/z
m/z

0.5 BrO;- /\ /\ NOj
Br

0.01

cr

0.0

25 50
6

W 7KEIRN D AN ELER

BIRRE = K EEEDBIMETH S 0025 mg/L BELUZD
1/10BE T3 00025 mg/L IT752 K DITHKENK (FHR)IIR
) VS0 L. DFEEOE LUDREDIC L TNETND
TETVE Lic, BONTOBEREDO MRM 70O ~ TS L
X7 BXOM 8 lcehZNRLE Lic, X 3ITd. X
BN LTeERHC BT BEIREKS K UHTHRE DR %
RLE Lo, MAAEEDRIFEREENMEONE LT,

%3
AL 3

HE

0) (%)

TEVE T

(%RSD)

HE

® %)

48 BHTHERE

(%0RSD)

LCMS B KU Shim-pack (£,

HBKNDFINENEFRAER (n=6)

KEKFINEE KEKFINEE
0.0025 mg/L 0.025 mg/L
1050 86.7
240 169
987 103.9
408 237

MRS SRR FFROBIRCI,

ANEICGRRHINTVSERMS WRs T-EAR—7BL00T1E,
BHOBES L OEREFECI.

BH. AXXFTIE [TM] |

[®] ZHE L TVEWNEELH U ET,

75

min

T ZF VREREADMRMB LUSIMY O b T 5 L (R —)UiAEHY)

(x10,000)

7.54 cloy

5.0

0.025 mg/LiAxn

5] 0.0025 mg/LA

ISR

T T T
50 100 150 200 min

7 BEREBE AN LIKEKROMRMY O~ 75 L
(D ZMD)
(x1,000)
ClOy
5.04

0.025 mg/Lizshn
2.5+

| 00025 Mg/

R

25 50 75 min

8 BIEEREEE RN L Io/KBKRDMRMY A ~ TS L
(DHZRMAQ)

RFET 1 2018 4F 5 8
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Application
News

No.C181A

TIVRY Z— M7 2 /BRBRER E LT Y RT—H
FEENBRER & L UL ERAEINSEETY, JUKRY
— MELTERPKPTHREEN. 7/ ATV VB

(AMPA) &£V ET, LWINLBH TREDELMEEN T
&Y HPLC W LC-MS [CBWTIEHEE— R CTORENZH L
<. FMOC TOFEMKIC L 2D TI,

R7 T r—2 3> 22— ATl EMERIVE S BE%E

BEYH5FGRMEEE L. BREICTURY— k- TRy

LC/MS

U7 IVEESRE LC/MS/MS ZRWL
BB ) RY— b « JIVRI Z— b -
AMPA D E#S3 1R

W RERRDD

£V ITRIDRRICT, FURY— bk - TS Z—
b« AMPA @ MRM BlIEZSM L& LTz, 5 ug/L IcH1F2
EAMDY O+ IS LER 1 IC RBRER 2 ICRLE
Lfe. $fe, BB ROERSE S S UEREBEEIE (%RSD)
ER2IGRLE Lc, RERDEMEEIE 953~1069% &%
STHY. BEFEHRMESNE LI,

22—k - AMPA ZHIE Ll BN LE T,

M. Kawashima

=1 D&M

Instrument (LC)
Column
Mobile phases

Gradient
Flow rate

Column temperature

Injection volume

Instrument (MS)
Probe voltage

Nebulizing gas flow

. Nexera™ X2*
. HILICpak VT-50 2D (150 mmL. x 20 mml.D,, 5.0 um, FBFIEE TAY)
. A: 50 mmol/L Ammonium bicarbonate - Water
B: Acetonitrile
: BConc. 50 % (0.0-3.0 min) — 5% (7.0-20.0 min) — 50 % (20.01-30.0 min)
1 0.25 mL/min
1 40°C
50 plL
. LCMS™-8050

: -3.0kV (ESI-negative mode)
: 2L/min

Heating gas flow 2 10 L/min

Interface temperature 1 300°C

DL temperature 1 250°C

Block heater temperature . 400 °C

Drying gas flow : 10 L/min

CID gas : 325kPa

MRM transition : AMPA 110.00>78.80(-) CE: 280
JIVRT R— b 180.10>62.90(-) CE: 430
IR — b 168.10>62.90(-) CE: 240

kTR — b TIVRY R— FDEBNOREE S Teth, 7— MY TSD7 D MieE% PEEK BIIEROLDICEE L E LT,

(x1,000)
1 1: AMPA 110.00>78.80(-)
3.0  2: Gluphosinate 180.10>62.90(-)
1 3: Glyphosate 168.10>62.90(-)
25
20
15
10 -
0.5 { \ j\
00
T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T T ‘
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5 min

1 5 ug/LICHIFBTURT— bk « FILATZ— b - AMPAD MRM 2 0% 45 L

D
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7 (x10,000)

AMPA
1 r=0.999

& (x10,000)

- r’=0.998

1 7Ry z—+

7 (x10,000)

1 Uy

50 1 =099

0.0

~

2 JUFRY—b - JIVRYR— b « AMPA DIREHR

*2 BREBLRDEHSE (%) HLUEREESIRNE (%RSD. n=3)

Lams 0.1 pg/L 0.5 pg/L 1 pg/l 5 ug/L 10 g/l
EREE HIFk EREE HIRME IEfEE BIR%E IEREE BRI IEREE BRI
AMPA 100.8 9.61 953 3.69 1014 4.60 102.1 4.29 1004 223
TIVRY Z— b 98.8 843 106.9 582 99.3 7.59 96.8 265 98.2 1.90
J1)RT— b 100.2 732 100.1 5.76 97.8 1.67 100.7 1.94 101.2 0.96
N ARl Fie. FMNENERFERAREOFE LT, O—b—Dr 0

T4 VR 5EED 5 BORE (A—E— KR TRT A
BUA Y WATY21—R) &L TURY—k - JILiRI %
— b« AMPA % 100 L g/L DIREICTE 2L SAM L. A0E]
IWERERAEIR & L& LTco TN ZBRIKICC 100 fBICHIRL
ez RET D Llck Y AMEIREZRESE L& LT,

RIS LEREIITRLE LT,

SHEOFIES L CEEMREICK R -2 Ty TR
T2HEEZVWTITH BIENBMTFEREIOR MHAHLDL D
TEDEESTY, RETIE. TAILEABEFRDHDEE
TEBLMETEH., 2 TDREFR TEUNER 72.9~104.9 % & BEF

— EERHIES o
FoEEEE3 IR LELE, SERORONELL
&3 [EEE (%) B KUERBEEIRME (%RSD. n=3)
P d—t— TS RIA =2 YATI1—2R
- EES BIRME EJYES BIRME EILYES BIRME EILYES BIRE EILES BIRME
AMPA 88.8 6.44 905 482 762 967 766 10.38 785 1.60
FIVARY Z— b 826 6.16 915 413 729 342 775 476 865 5.88
SRS — b 9.1 559 938 9.88 9438 7.67 104.9 10.34 86.9 1.99
(x100) (x100) (x100)
1100 wg/LAAN (100/871R) 1100 pg/LAsIN (100f25R) 1.5-100 pg/LAn0 (100f25HR)
A0 AN 1A
3.0 5.0 ]
1 1.0
2.0+ il ]
] 25+ ]
10 | 05
] Lo ]
0.0 0.0 0.0
‘ ‘ T T ‘ T T T ‘ T T
5.0 7.5 min 53 75 min 15.0 17.5 min
AMPA TR 2— bk JURY— bk

3 IR ERA

Nexera B KU LCMS &, A EREUFFIOEIECTY,
HILICpak i&. BBAIBTIHMASHDOEREIZTY,

TH BXFTIE MMM

N

[®) ZBEGE L TWEWNEEDH I T,

HE (O—k—) OMRM 7O KIS LA

AYGETHRFAT 1 2018512 A

D
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Application | **

News U 7IVEEREE LCO/MS/MS % B e
BT vRRILE (PFAS) DO7th
Brahm Prakash*!, Gerard Byrne*!, Tairo Ogura*', Cindy Lee*?

c1 84 k11 Shimadzu Scientific Instruments CRE) . %2 =574 271/ N—> a3t 2—

No. (Y AK—IV) .

F=TU—= R I ANWTLFOTILFILELCRY Z)LA 07 ILF)VE,. PFAS, ~NJL7)LA4 0
{b&Y. PFC. 8tRlK. PFOA. PFOS. BABMEIELYE,. POP
NEF

K7 T)r—2 3> 21— Tl BiZ LUMS/MS Z BN e, EPAMethod 537 TIREESNTWLWANILZ)bAO 7 )LFIL AL
RUBE4E (Per-and polyfluoroalkyl substances, LURE : PFAS) 14L&, NERZENBE YOS — MpE 6 bat). HLUZ
DEEYE 7t EMEEE 27 b EMD—BE DA EERBN LE T PFASIEEYZ. Bokbk & Wi - BiE. oL ~U T
JVINERAE & DHTEE T D LCMS™-8045 5 KU LCMS™-8050 THEH L LTz, Bkl h 5 DIEUYER 86~106% (LCMS-8050)
BRU77~104% (LCMS-8045) &, EPA537 THREINEHERN T LIz, THIT. BEKHE 0.7~17ng/L (LCMS-8050) H &K
U1 0.7~3.3ng/L (LCMS-8045) M MDL (Method Detection Limit : A TRIE) HNMESN. MEBIFEEIZKFD PFAS
PITCDWT EPA DEHZHIZLTWE L,
M IECslc

BEFLT70 ng/l) o E5IT KED—EDM (B : AU

NIV ALTIVFILEKORD 7407 )b+ )LpE

(PFAS) &, TRHELE & BERMED KUBIKMED 28, BERE
BRAER. BLOSEI—T v V& LTRLERT
NTWVWAABRVCEMED Y IL—T T, TNSOREM
E LTI . DERIC T Z38UVTED D U PFAS (FIRIBICE
BLET, T5IC. PFAS ICITRIEEEBHELAH Y. T,
BENICABORRICEEZ RIXTRIREEN DY £T ) -
FED JUEBENDFE) |

T, BURIKAR®D PFAS SBROBBIFH RN EREOEICE
D2TCVET, ERDEEZREL. INODIEFMENDA
EOREH S/ RITHIZ BTcdlc, KEL EU. BXUAF—X
b U7 E BRIV T )LA O 7 2 B (PFOA) &
KONIVZIvAOF 72 R VR VB (PFOS) DEEEENS H
A RZAVEREFRLELE (B CKE) :PFOS & PFOA &

(x1,000,000)

FIVZTPN SRV AN, 30T BN STAVN. BRO
Za—Tv—I—) T TSITEBLVERREAREINT
HY. PFOS HEU PFOA IEDWTIEZFNFN 13ng/L B&
U 14ng/L FTELSRESNTOVET,

KEEREFET (USEPA) &, BEKED PFAS [CDWNT
Method 537 ZHIE LE LTz, BREbKERD 14 EEEDNIL T
IADTIVFIVEBDRIEICIE. EfBHE (SPE) &ikfkor O
RIS Ta— M) TIVEBEDTEZFRLES, Th5
PFAS (PFOA B KT PFOS) DRIRICINA . REBHTORAE
DIBNN. FE. FEBMICK Y EBEEH TV BMDOEEDL
BB Y £, KR TIE. EPA Method 537 D—E&ZRIC
SEEHTNTUVBILEEILRIIC. PFAS DEFAEILAL. 7
wETAOX—7)VO—)U (PFOA OHIEME) HE. 7 BED
{tEYZEBINTEDTNET,

1.0

0.9

0.8

0.7

PFHpA

0.6

PFPeA
PFOA

0.5

PFBA
PFNA

0.4

4:2FTS

0.3

PFPeS

0.2

PFHpS

(branched)
PFOS

0.1

PFHxS
B (branched)

0.8 =——— D

i B L L i B
5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0

—— T T T T
14.0 15.0 16.0 17.0 18.0 19.0 20.0 21.0

PFURA
PFDoA
PFTriA
PFTreA

<
a
™
o

N-MeFOSAA

N-EtFOSAA

T
22.0nin

BI1 20 ug/L M PFAS DIREIZFEARFD T NTD PFAS D MRM (E> 7 BKUVF) KU TIC (B) 70 Y 5L (LCMS-8050)
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A7 TVr—a > 21— TlE. 8RO 21 B850
PFAS (EPA Method 537 ICEEEIEN TS 14 TE8E I N T &
S5) ODICHITDER LOUMS/MS OFIFBAEE HEREIC
DWTCERA L. =AERLET, AT BN TV
MEMALB 8015+ LCMS-8045 H KT LCMS-8050 A 1fEH
L & L7z, 555MRM/F DB EE MRM YIEHRE & S imIEL)
BEHE (5msec) AfgATzINSDEEIL. AUk PFAS
{EEYDORRCEEEDEVSREEENTERELE T,

W 2ER
PFAS (b &1 & IR AIZER R DI

E1Ic. KRR L 27 780 PFAS L&Y (211
HORRLEY. 3BEORSIEE (1S) . HKU 3 BED
HYO75—F) ZRLET, IXTDPFAS 1Z4EHEIL,. 7T
UMY ZRI M= (FR2UAMITIVT) HhSEEA
L&E Lz, JBED 1.25. 2500 500, 10.0. 15.0. 20.0. 25.0.
375, 500, B&T 100 pg/L M 10 BEDEBLFAIEERTR
I 96 1 4% (vol/vol) DAZ/—JU KTHERT BT &L
SR LE Lz, INSDEEIE. REBORILETOM
WRIEEMHEEINZ T EEEE LT, 250 ZE WV EH|IC
REISNTWVWET, 1.25ug/L DREFRIZERRD 5ng/L
DEVRIKEREFREICHEE LE T,

&1 PFASD—EXR (WRLEY. WEHEE. X007 —1)

PFAS Listed
. Molecular Molecular IS, Surrogates and A
PFAS Compounds Abbreviation . > . in EPA
Weight Formula its Abbreviation Method 537
PERFLUOROALKYLCARBOXYLIC ACIDS
L M2PFHXA (Surr.)
Perfluorohexanoic acid PFHXA 307-24-4 314.06 CF,OH (°C"CF OH) v
Perfluoroheptanoic acid PFHpA 375-85-9 364.06 CF.,OH = v
o e M2PFOA (I5)
Perfluorooctanoic acid PFOA 335-67-1 414.07 CF,.OH (BCZHC@FWSOzH) v
Perfluorononanoic acid PENA 375-95-1 464.08 GF,0OH - v
. ) e 2PFDA (Surr.)
Perfluorodecanoic acid PFDA 335-76-2 514.09 C,F..OH (°C,"C,F .0 M) v
Perfluoroundecanoic acid PFUNA 2058-94-8 564.09 C,F,0H = 4
Perfluorododecanoic acid PFDoA 307-55-1 614.10 C,F,0H - v
Perfluorotridecanoic acid PFTriA 72629-94-8 664.11 C,F,OH - v
Perfluorotetradecanoic acid PFTreA 376-06-7 714.12 C,F,OH - v
PERFLUOROALKYLSULFONATES
Perfluorobutyl sulfonate PFBS 375-73-5 300.10 C,F,SOH - v
Perfluoropentane sulfonate PFPeS 2706-91-4 350.11 CF,,SOH - Additional
Perfluorohexyl sulfonate PFHxXS 355-46-4 400.11 CF.SOH - v
Perfluoroheptane sulfonate PFHpS 375-92-8 450.12 CF.SOH - Additional
M4PFOS (15)
Perfluorooctane sulfonate PFOS 1763-23-1 500.13 C,F,,SOH (°C,"C,F..SO.Na) v
Perfluorononane sulfonate PENS 68259-12-1 550.14 C,F,SOH = Additional
Perfluorodecane sulfonate PFDS 335-77-3 600.14 C,F,.SOH - Additional
FLUORINATED TELOMER SULFONATES
TH, TH, 2H, 2H-perfluorohexane sulfonic acid 42 FTS 757124-72-4 328.15 C.H.F.SO, - Additional
1H, TH, 2H, 2H-perfluorooctane sulfonic acid 6:2 FTS 27619-97-2 428.17 CH.F,,SO, = Additional
1H, TH, 2H, 2H-perfluorodecane sulfonic acid 8:2FTS 39108-34-4 528.18 C,HF SO, - Additional
PERFLUOROOCTANESULFONAMIDE AND PERFLUOROOCTANESULFONAMIDOACETIC ACIDS
2-(N-Methylperfluorooctanesulfonamido) aceticacid ~ N-MeFOSAA ~ 2355-31-9 57121 C,HF NSO, dé'!"il/‘ﬁ(?ﬁ/s\c()ls)) v
1M 3 377 4
2-(N-Ethylperfluorooctanesulfonamido) acetic acid N-EtFOSAA 2991-50-6 585.24 C,HF NSO, d?(':NzE'E'FSS;\'L’\\‘(SSCL)”)r') v
125 317 4
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R DS

EPA Method 537 (Cf¢ > T BRI DOFEE & EEHE (SPE)
HITWE Uiz, PFAS BRODETREME R RS I Tesd. PEEKF 1
—JEBMU ST EREY T TF Y M EBATBZEY
ZR—IVRZEFBALE Lz, #HiE. Biotage-ISOLUTE®101
RUZAFLYIEZ IRV HE > (SDVB) A—+Uw

(500 mg/6 mL. ZPEmES 101-0050-C) AEE L TITWLWEL
feo B SPED— R UV IIE BINCAZR/ —)VEBRL. X
IT LCMS L — Fo@fika @Rl Cd> T3>y
LE LTz D RIbEHE 8mL DA%/ — )L TEMEL Y
BHL. ZOALR /= )VAREBR CERREE LE LT,
fEtE L7eatrlg, 1S AIlA e, 96 1 4% X2/ —)b 1K

F£2 WCIVRTLEINTGA—A

: Nexera™-X2 UHPLC System

. Shim-pack Velox SP-C18,
150 mm X 2.1 mm X 2.7 um,
Part No. 227-32003-04

. Shim-pack™ XR-ODS I,
75mm X 2mm X 2.2 um,
Part No. 228-41605-93

LC System
Analytical Column

Solvent Delay Column

Column Temp. - 40°C

Injection Volume St

Mobile Phase : A: 20 MM Ammonium Acetate
B: Methanol

Flow Rate : 0.25 mL/min

Run Time : 35 minutes

*  EPAMethod 537 AR (10pL) EHEL T EEMTDEVEA
2 (p) =zEALE L.

&3 LUMS/INTA—=4
: LCMS-8045 and LCMS-8050

MS Instrument

Interface . Electrospray lonization (ESI)
Interface Temp. 300 °C

Desolvation Line Temp. @ 100 °C

Heat Block Temp. 1 200°C

Heating Gas Flow : 15 L/min

Drying Gas Flow : 50L/min

Nebulizing Gas Flow : 3L/min

Total MRMs 148

TERAEBED 1mLITGESEDICERBLE L, IXTD
BERONENEN, —BREDHLBRHBFESND LS.
LC/MS/MS |Z KB DaGlc LC /N1 7 IV ERIVT v 7 R
BT LEHEELET,

LC/MS/MS 531 K UBERRSRIF

PFAS O3#frld. & 2 LUK 3 [T 4T LAk
TuL & LCMS-8045 B KU LCMS-8050 |T3EAT AT &IT K
WREELE Lfc, PFHXS B KT PFOS OIEH JUEHEN
K% ST PFAS {bE#IE. Shim-pack Velox™ SP-C18 75 /s
HERLCHBELE LT

x4 REEE RT) BLUMRM ~52I2 3>

PFAS Compound RT (mins) Precursor lon Product lon
PFBS 8.046 298.90 o
4:2FTS 8,558 327.00 e
PFHXA 8614 312.90 20
M2PFHxA (Surr.) 8650 315.00 270.00%
PFPeS 8666 34890 e
PFHpA 9512 362.90 e
PFHxXS 9,558 398.90 o
6:2FTS 10770 427.00 ooy
PFOA 10.840 412.90 oo
PFHpS 10.859 448.90 e
M2PFOA (I5) 10877 41500 370.00¢

.
PFNA 12,545 462.90 e
PFOS 12550 49890 o
MA4PFOS (IS) 12575 503.00 80.00*
8:2FTS 14436 526.90 o
PENS 14.469 548.90 T
M2PFDA (Surr.) 14484 515.00 469.95*
PFDA 14486 512.90 ek
M-N-MeFOSAA (IS) 15.403 572.90 419.00*
N-MeFOSAA 15423 569.90 Py
M-N-EtFOSAA (Surr) 16357 588.90 419.00*
PFDS 16397 598.90 e
N-EtFOSAA 16411 583.90 L
PFUNA 16.449 562.90 e
PFDOA 18339 612.90 v
PFTriA 20035 662.00 B
PFTreA 21,549 712.90 oot

D
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PFAS (ZF 12— TR HPLC Y RT LG E. EREDEB(C
R FET BTcéd. LCMS 'L — ROEAIE A LT
BTEHLCBIIEL'S PFAS A2LICBET 5T EIERAIEE
T9., TDfedh. BREDFICITAERCEYNEES S L
EERTZ2RBHAD Y FT. DT LKYE PFAS DR
KHRBVNER Q18 AT LEA— U TZ—DF < ER
ICEEBEL T BHEICEENS T NTDPFAS HHBIELE T,
IO M D 7BEMB. DA T LICEEBRD PFAS E—
I HEANCIRN BHEA T AR S N B ERDBERICH
KT BRE—T EDBEENE T,

NEREER
I8 bIST7 14— LB 08

BXHRPFAS I LT 2 DDOMRM S >Iv 3y (B8
{EREMERA) ZRIRLELE R4D . K1 I REWG
PEETOT 7 A V%Y fesdl LCMS-8050 R L TES
Nz, BEIZERR (20 ug/L) FROTNTD PFAS D MRM
BLOM=2IVAFALY N TIO DO N S LEE
RORLTVET,

PFHXS (K12) SKUPFOS (M3 B KUK 4) DRl &
UEHEEMKIE. Shim-pack Velox SP-C18 A5 L&A LT
IO NI T4 —THBEENTVET,

Q398.90>80.10 (-) 5.71e4
RT=9.654
100.00
%_
roo-—w—  —m——
9.4 9.6 9.8 10.0
RT
2 PFHXS EMED5EE (20 ug/L)
BRERDOERY S THRIERE
PITXTR PFAS L B DR EIRRIREE AR ZFHR L. 10 =

RERFEIERT B1cICE 1 @DFEATOMLE Liz, I
TOWRERR (FRS5) ORERE R2) 1$099 KUEHL< &
N50EEEEHEA LT PFAS DEEEITVE Lz, &
BE (20ug/L) « HNEE (50pg/L)  EEE (100 ug/L)
T\ 2 BEORAERICARBKREFAT ST LK. EHR
FBE (CCO) A#RELE LR, 3DDBELNIVTDOITAN
TD PFAS (L EYIDEIUNEIE, +4531C EPA O CCC E# (B
fBD 70~130%) DEFEANT LTz, T—Z k. LCMS-8045 &
LCMS-8050 MWL NE D EPA Method 537 TERENSE
EHFEICHRRICHS TESCEERLTHEY. K3 HLUK
41TRT KDICRFE SN k=g T hE Lz,

&5 LCMS-8045 ZfER L CAIE LIRERDOBERIE (1.25~100 pug/L H&T CCCD%RD (n=4) )

PFBS 0.9977 21 2 46 3 103 2
4:2FTS* 0.9928 22 2 45 7 94 1
PFHxA 0.9968 21 4 48 6 102 3
PFPeS* 0.9985 21 2 46 2 100 1
PFHpA 0.9974 21 5 46 5 101 2
PFHxXS 0.9968 21 3 46 5 104 3
6:2 FTS* 0.9968 21 4 44 4 95 2
PFOA 0.9967 21 5 47 7 103 3
PFHpS* 0.9982 21 4 45 8 104 6
PFOS 0.9986 20 6 44 7 103 12
PFNA 0.9975 21 10 47 2 100 3
8:2 FTS* 0.9940 23 14 46 13 94 13
PENS* 0.9978 21 2 46 6 100 5
PFDA 0.9969 21 3 47 3 98 2
N-MeFOSAA 0.9979 21 3 47 1 100 3
N-EtFOSAA 0.9980 22 4 48 2 102 5
PFDS* 0.9970 21 4 45 1 103 5
PFUNnA 0.9973 21 4 48 4 100 6
PFDoA 0.9975 21 4 48 3 103 6
PFTriA 0.9967 20 5 45 5 101 5
PFTreA 0.9966 21 5 47 4 103 3

% EPA Method 537 ICERE SN TULVELNENND PFAS (&)

D

index




LCMS-8045

PFOA PFOS
Q412.90>369.00 (-) 9.10e3 Q498.90>80.10 (-) 5.26e2
RT=10.860 RT=12.576
8.0e3 :
] 4.0e2
6.0e3 - ]
4. ] i
0e3 4 2.0e2
] k RT=12.055
2.0e3 ’ RT:H.M
0.0e0 7 - Yy 0.0€0 LV - v
———e e e B e o e e e e
10.6 10.7 10.8 10.9 11.0 11.1 11.50 1175 12.00 1225 1250 1275
RT
Area Ratio RT Area Ratio
: 1»;PFOA 20 5PFOS
104 18
99 16
& 144
74 1.2
64 < 10
> 084
49 061
34 )
PE 044
. 02
E . . : ; : . . . 0.0 " T . , ; .
o 1 2 3 4 5 6 7 8 9 10 0.0 05 1.0 15 20 25 30
Conc. Ratio Conc. Ratio
3 LCMS-8045 AE{ER L TAIE L7z PFOA H KT PFOS D MRM 7 OX + 5 L (1.25 pug/L DIHE) HLURER
PFOA PFOS
Q412.90>369.00 (-) 2.28e4 Q498.90>80.10 (-) 4.29e3
RT=10.952 RT=12.687
> 0e4 4.0e3
1564 3.0e3
1.064-: 2.0&3-:
5A0e3-; 1.0e3-: RT=11.972 RT=12.148
0.0e0 = Yy 0.0e0 - \ 4
———————
10.6 10.7 10.8 10.9 11.0 11.1 1150 1175 12.00 1225 1250 1275
Area Ratio RT Area Ratio RT
81PFOA w PFOS
] 457 //./
7
407
6 - 357
5 304
44 257
(] < H
34 2.0 ]
157
21 | ]
1.01 =
& 0.5 n®
u
0 T T T T R 0.0 T r T T r T
0 1 2 3 4 5 6 7 8 9 10 0.0 0.5 10 15 20 25 30
Conc. Ratio Conc. Ratio

4 LCMS-8050 & fER L CRIE LTz PFOA B KT PFOS D MRM 7 OX b 75 L (1.25 pg/L D155) BLUBRER
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DIEDRHRS (MDL) L, CO&SGERZ A 3 HEICDTc > TRILE

- - . - _ S F7Y N _ zpEagt
MDL 58RI, 250 mL DAKSEERHTE PFAS %8RS 5 ng/L L& LTc, LCMS-8045 85U LCMS-8050 % 2/ L 7CAR RS
RN 2T & TRMENE Lic, INT. ChSDRK%E RIFER6ICKEDHOENTVB K DI ZTNZTN0.7~33ng/L
HTNER L. 96 4% A%/ —Jb | K CRAARE 1 mL 1L H&U 0.7~1.6ng/L O MDL AEREN TV
£6 LCMS-8045 B KU LCMS-8050 ZfEFE L CRIE L7z MDL Di&sTHER
LCMS-8045 LCMS-8050
Spiked
Sl (Cn(;r}f) Calculated MDL Calculated MDL
Conc. (ng/L), % Recovery % RSD Conc. (ng/L), % Recovery %RSD
n=9 (ng/L) n=9 (ng/L)
PFBS 5 4.2 83 12 15 5.1 102 8 12
4:2FTS* 5 52 104 14 2.1 49 98 9 13
PFHxA 5 4.1 81 10 1.2 4.7 94 7 1.0
PFPeS* 5 4.1 81 13 15 4.8 96 9 14
PFHpA 5 42 84 8 1.1 4.7 94 7 1.0
PFHxS 5 43 85 6 0.7 48 96 8 1.2
6:2 FTS* 5 4.6 92 17 23 48 96 7 1.1
PFOA 5 4.6 92 12 16 4.7 94 7 1.0
PFHpS* 5 4.0 80 9 1.0 4.7 95 Inl 16
PFOS 5 4.0 81 15 1.7 46 92 6 038
PFNA 5 4.0 80 7 0.8 48 97 5 0.7
8:2 FTS* 5 5.0 100 22 33 53 106 11 1.7
PFNS* 5 40 81 9 2.1 44 91 8 1.1
PFDA 5 4.1 83 8 1.0 48 95 10 14
N-MeFOSAA 5 39 78 15 1.7 46 91 9 1.2
N-EtFOSAA 5 38 77 I 1.2 44 88 10 13
PFDS* 5 4.1 82 18 22 46 92 10 14
PFUnA 5 4.1 82 12 15 44 88 11 14
PFDoA 5 4.0 79 14 16 43 86 9 12
PFTriA 5 39 78 13 14 44 87 10 13
PFTreA 5 4.0 79 15 1.8 43 86 1" 13

% EPA Method 537 ICERE S N TULVELNENID PFAS (L&)
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EUNE & #E7E EARNIEERE (RSD) & L TRENDHE NEEDFIEH

LC/MS 4L — RStk TS 4 7 {EIC 60ng/L D& RERLTWVWET, LCMS-8045 5 KT LCMS-8050 A fFFE L
PFAS EFILICEREDIT L T, HELEORIERRE (0 AURIREET T, AEDEA0%UNTHY. EPA
FUE LIz, #7147 BACKOTHACRES, BRE  CEBSTERERLLTOET.

#&7 LCMS-8045 B KU LCMS-8050 D 60 ng/L TDITER PFAS DEE (%ENE) SLUREE (%RSD)

LCMS-8045 LCMS-8050
Compound
A(\:E;r?g’eanr;c. % Recovery % RSD A(\I{]egrig,efgr}c. % Recovery % RSD
PFBS 52 87 13 54 90 6
4:2FTS* 54 90 13 56 94 8
PFHxA 52 87 12 52 87 9
PFPeS* 54 90 14 54 90 9
PFHpA 53 88 16 52 87 10
PFHxS 54 89 13 54 90 8
6:2 FTS* 55 92 15 55 92 9
PFOA 52 86 14 53 38 1
PFHpS* 54 90 13 53 89 9
PFOS 53 89 17 51 85 12
PFNA 51 86 16 64 107 21
8:2 FTS* 51 86 19 56 93 9
PFNS* 54 89 15 55 92 1
PFDA 52 87 13 52 87 10
N-MeFOSAA 53 38 15 53 88 9
N-EtFOSAA 54 90 15 56 93 10
PFDS* 52 86 17 53 89 9
PFUNA 51 85 11 53 88 10
PFDoA 51 86 14 51 85 9
PFTriA 49 82 14 51 85 9
PFTreA 49 82 14 49 81 8

% EPA Method 537 ICERE SN TULVELEIND PFAS (&)
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%8 LCMS-8045 KU LCMS-8050 B L CRIE LTIc R/ 23R PH 04 — FOFSEE (n=7) .« %EUNEE%RSD

LCMS-8045
Compound Forti(frE(;LC)onc.
A C
ﬁ;ﬁf n:?C % Recovery
M2PFHxA 40 43 107
M2PFDA 40 44 109
M-N-EtFOSAA 160 175 109
H0O4s— hDEYR

HOs— FORUNERE, sTMEHHEFIOKERICT O —
MEAILCHEELE Lz, Y O45 — MAKERIE. 5140
B LOMS TH LE Lic, BIFRAAMERER R T 5/
It EH LY O7 — FOEWNERIL 70~130%DEE N
TNz £8A (EPA. 93518

7 1B 250 mL DAKGERIT, 10ng D M2PFHXA. 10ng d
M2PFDA. & &£ T 40 ng D M-N-EtFOSAA % 750 L. M2PFHXA
& M2PFDA % 40 ng/L. & £ U M-N-EtFOSAA % 160 ng/L M
BEE LE Lo, LCMS-8045 LU LCMS-8050 %R LT
BHLRNEER S ITRLE T TN TDEINKIEE10%
LIAT. EPABHATDIGERINTUVE T,

LCMS-8050

Average Conc

% RSD (ng/D) =7 % Recovery % RSD
14 40 101 10
12 42 106 13
14 160 100 12
WMFELHEER

A7 T r— 3= 2 —ATlE EPA Method 537 (<5t
T BEE LUMS/MS DfERAZE. HEE. BRUEEMHITDOL
T 7READPFAS SR ZEMM L RS L USRI L LTz,
IRCOFERE TS0 %F L SPE FETHHE L. Bix5E
ANDOEBR TR COMEHEEFERBLE Lz, 07~1.7ng/L

(LCMS-8050) H KT 0.7~3.3ng/L (LCMS-8045) D MDL
HESN. WINDY AT LEEEIKARD PFAS DB
% EPA DEHEIANTHEIZLE LTz, TNiE. 7td EPA
Method 537 ICEEE EN TS 10 uL KU EIEBHMITDEN
TUL FEATERINE LTz, FAEHNDEL (LO/MS NDE
EHRDEW) feod. PITEDERFEENTE Y. REWGEAHE
ORMDHIEENE T,

BEHR

« US. EPA, "EPA Method 537: Determination of Selected Perfluorinated
Alkyl Acids in Drinking Water by SPE and LC/MS/MS," Washington D.C,,
2009.

« ASTM International, "ASTM D7979-17: Standard Test Method for
Determination of Perfluorinated Compounds in Water, Sludge,
Influent, Effluent and Wastewater by LC/MS/MS," Conshohocken PA,
2017.

LCMS. Nexera. Shim-pack. & &0 Shim-pack Velox (&, #hi&tt EREUEFROBASL LUZTDMOEICEIT HEE T,

ISOLUTE I&. Biotage AB DEIZ T,

Z DM, AXPICRHEIN TV DRHAEE LOHRRIE. EHOEESIOEFHRCI,

AXHTIE [TMI ¢ Te) ZBERELTWEWSELNH Y T,

WRRFIT 1 20202 A
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LC/MS

Application
News

No.c1 93

IV TIBTHERENDERICK ZKEFEERARICBLE
TBSIC, DIV 7B TEREINSBEITKL BDKEFEDR
LEROKFEEE R E DR LE IR D I8EE8 (RIQHE : F
B30 11 B30 H (BRAKLEESE 1811301 5) ) "HKE
ThE Ll

ACEIEEHEIL. KEEE IR D BB HREEED 10 ZE.
Tz, KEBEEEBEHIREITNTOVENWEREDS B, BIi&HEH
IKEDACBIEEHEN R E SN TWD 42 BEITRESNTL
£9. DIV7HBHSOHHKPDOEIEEE L. FkOICHL
TRIRICBITZME LT HEEHE] WD, ) BB RN
LETBHEBRSTVET, BH. RFIONKEEEEIL BB
BDR—LR=DATBEHINTH Y. BEEERT AT & &
FOTWVWET,

PIFHEE LTIE, FEHKITRBIEES AL BIR) B
RENL THEHKITERBIZEDIT A ZE (BRIDHE LT
51188, N HHKICHRDIZEDTA L (ZRORERDITE)
ELTO6EBENRENTVET I,

AieTlE. LUMS/MS ZER LTz 7 DO@ERID A

(D110 RV R Y T @121 FHT7R—FAF)b,
®1-23 NUARAV Y, @124 £ FOFVAVFHY—
W (EXFEHY—)L)  ®1-27 X/ Z)b. ®1-50 MCPA o
V7O 7 = ERU MCPA F+ MU I LE. @D1-51 KU
FFEFINY T IFIV) & 44 BEDZRDFEIRFDITEL-1 O
TN ELET,

M Kobayashi

W ERIZESR - FEEAERE
KEZEESRE, B 71V AMMNMEGRN SR,
SIGMA-ALDRICH B D58 REHMAEEREFER L E L1
BT, SOBEDITEIL-1 O 44 EEOBSIEAESTEIL,
4) EEBERTHZIELT7 AV LMAFMEM|RR S B
162-25213 EZEBEEIEAER GF-1 (LC/MS/MS) [T, 054-06821
T h+o2)b70,033-22051 72 )VAVAERE LARL

£ LT

BEMRICER AR/ —Ib, 72 RZNU)b, B Er
B2l LCMS B, BFBe 77 > EZ U AFEESREZER LT L,
BTSSR L. YR UHPLC Nexera™ X2 & k') )L PUEH:
BBt LCMS™-8050 Z{#EAR L% L1z,

LC/MS/MS =W e JIV 75 2R D5

W ERAZEDI-10 XV RLE Y T

RAEDITERIR Tl

(RTARANFT Y2 TBEIED

001 ng +PNHRTCEDLDICREZRES 2L H
BEtEnCcLEdT LR .

HRIEEYD RTAANFT T2 TEIR
g#HE (mg/L) 09
ZREE (ng) 0.01
TRERREHE (mg/l) 0.0025-0.5
I 18
* XTA A NFI T 2 OBIEETE
Bensultap Nereistoxin
HyC_ ,CHj
Qe s !
4 \S/\N/\S/ o H »
e CSHMNSZ

Mono-isoto|

pic Mass:149.03

T RYRWEY TERTA A NF2 2V DOEERN

250 RTAAMFIVORENG /AR IS L
(00025 mg/L) LIRERR. R ICHTERGERLE LT,

Q150.00>105.05 (+)

]
8.74€2 273057

= 5248058 - 10169 81
- 09071718 R - 0.0985819

RT=4371 EROE: 7 b ()
1R136.52% (97.9 il 77k (1/0) y
8062 R136.52% (97.96) 2,208 BRI w!%»wiégm*/)//
602 ] 0.0025 mg/L -
el -
; R L0 )
] %RSD 36 1.25%5 r s
40e2]] (n=6) .
] S/N 17 Y,
] Vs
20e2-
] 0.0025 - 0.5mg/L
00e0- S
T T T T W ol s @ o
3 4 5 6 AE (ng/mL)
2 XTARALFUVORERNG IO BT S LERER

=1

XTARNF T 2 TBIBEDDIERS

Column

Mobile phase A
Mobile phase B
Flow rate

Time program

Oven temperature
Injection volumn
Rinse solution

Final dilution solvent
Back pressure range
Interface polarity

IF voltage

CID gas pressure

ESI probe position
Nebulizer gas
Heating/Drying gas
Interface/DL/HB temp.
Dwell/Pause time
MRM transitions

. Shim-pack Scepter™ C18-120

(100 mm L.X2.0 mm

1.D, 1.9 um)

: 2mmol/L Bfg 7 > & = LAGER
AR =)L

: 0.2 mL/min

. 45 %B. (0 min) - 95 %
45 %B. (15.01-20 min)
1 40°C

4 ul

:RO:50%A%./—)b

AR/ =L
: 20-33 MPa
. ESI'positive
T +4kV

. 270 kPa (default value)
:2mm

: 3L/min

: 10/10 L/min
:300/200/400 °C
: 200/3 msec for each ch.

: 150.00>105.05, 150.00>61.05

B.(15min) -

* SINETE T ASTMIA,. /A R3E— 7 RE = RREEERE L TWE T,
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W ERAZE1
SRR Tl

-21 ?2'7
F477

— b XFIV

— b AFILD 0.02ng

"UOAHILR A /AODOO1 ng H+%5 EEW’C*ZQJ:D CRE
ERET D, | B BERINTVET LLITFR) .
HRILED FATT7R— I AFIV
f&#HE (mg/L) 3
EREE (ng) 0.02
IREXFEHE (mg/L) 0.01-0.1
RE —
* FAT 72— b AFIUEHRLPT VDO THSERARDT &
77)&/\/’51 ILEFRIRERRERRT D&
WRILE IR ZD
f&#HE (mg/L)
EREE (ng) 0.01
IREXFEHE (mg/L) 0.005-0.05
1REL 1.79
* IRV AD LE. TMERIAE®1-27 N/ Z)V) BBROE,
Thiophanate s o Carbendazim (MBC)
-methyl Q\N)LN OCH
Y Qo
SYNH )\ kocm

0, NH

Lon, CHNOS,

Mono-isotopic Mass:342.05

CHN,O,

o' 19! N3

Mono-isotopic Mass:191.07

3 FHATTR—IAFIVEANINRY LD LOEER

A FATT7R— M AFIVDORENZ 7O ST S L
(0001 mg/L) &IRERR. T2 ICHthEHFERLE LT,

Q342.95>151.20 (+)
RT=7.765

IR115.00% (103.08)
5.0e4
4.0e4
30e4 ]

20e4 2

m
oy =5191842x-3178689
7R =09996248  R=09998124

553e4

/)!é%;; FIAW b (@)
$IL R (110
FIRNE AL

0.001 mg/L 1
ERIE ey
%RSD | 29 20067}
(n=6) E

150007
S/IN 2033

1.0e4 4

Soo0es] 0001 - 0.1 mg/L

X4 FAT7x—

R2 FAT7

2 W s 8 100
BE g/

FAFIVORFNGE I OT TS LERER

— b AFIVDDHRRM

Column

Mobile phase A
Mobile phase B
Flow rate

Time program

Oven temperature
Injection volumn
Rinse solution

Final dilution solvent
Back pressure range
Interface polarity

IF voltage

CID gas pressure

ESI probe position
Nebulizer gas
Heating/Drying gas
Interface/DL/HB temp.
Dwell/Pause time
MRM transitions

: Sh|m pack““ XR-ODS 11

(100 MM L.X20mm 1D, 2.2 um)
2 2mmol/L BEBE 77 >~ & =0 LIKAMR
AR =)L
: 0.2 mL/min

: 40 9%B. (0-5 min) - 95 %B. (10-15 min) -

40 %B. (15.01-20 min)

1 40°C

2 ul
:RO:50%A%/—Ib
AR —b

1 12-24 MPa

. ESI'positive

T +4 kv

: 270 kPa (default value)
:2mm

: 3L/min

. 10/10 L/min

: 300/250/400 °C

: 100/1 msec for each ch.
: 342.95>151.2,342.95>93.2

* S/NEHE 1 ASTMIE, /A RIFE— i EEREESEEEE L TVET,

WERGZESI

IREDHTERIAR Tl
%\EEE/E\—Z ::r 5 A: j (S

LT

23 NUERAI Y
NUHRA2 D 0025ng Bt
J“%?uﬂi&_g“é JEFREINTVET

LULFR) o ZERROBRICIE. PP N1 7))V EFERLE
HRILED NYEA
E#HE (mg/L) 12
EREE (ng) 0.025
RREFEE (mg/L) 0.0025-0.05
1REL —

Validamyc

. OH
in A Ho,, WOH
on
H

HY

HO,
OH
ot
H

C,oH;NO,,

20' '35

HO' O 0
/\Q Mono-isotopic Mass:497.21
Ho™ “OH

X5

OH

N EA T ADIETR

6 1. NUARAT Y A DRENEZ7OX NI S A
(00025 mg/L) LiERERR. RIITOMEEERLE LT

@i

Q498.15>178.10 (+) 3.89e3  ao0%es:y = 11470.76x + 2043.121 ;
RT=6.236 9993100 R = 0.9956550 /"‘
=6.. 7
4083 -1r1 22,429 (108.11) T A
B IS ESS (}Fﬁﬁﬂ*ab /
3.0e3 |
] Y
1 0.0025 mg/L yd
20e3 ] EE
] %RSD | 23 /s
1 (n=6)
1.0e3 - SN 616 00005 ~ 0.025 mg/L
0.0e0 . —
——— — o U
5 6 7
M6 NUARATY ADRENEY O NS LEIRER
&3 NUATAT Y ADDITEM
Column . Shim-pack Scepter C18-120

Mobile phase A
Mobile phase B
Flow rate

Time program

Oven temperature
Injection volumn
Rinse solution

Final dilution solvent
Back pressure range
Interface polarity

IF voltage

CID gas pressure

ESI probe position
Nebulizer gas
Heating/Drying gas
Interface/DL/HB temp.
Dwell/Pause time
MRM transitions

(100mMm L.X20mm 1D, 1.9 um)

: 2mmol/L BFEE 77 > & 2 LKA

TN NI

1 0.2 mL/min

: 0%B. (0-9 min) - 50 %B. (13-18 min) -
0%B8. (18.01-23 min)

2 40°C

2ulL

: RO K

2K

: 18-22 MPa

: ESI'positive

T +4kV

. 270kPa (default value)

:Tmm

: 3L/min

. 5/15L/min

: 200/150/500 °C

: 100/3 msec for each ch.

. 498.15>178.10,498.15>124.15,
498.15>336.25

* SINETE D ASTMIA, /A X eniilsiEREL TVET,
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NEARAZ@®1-24 FOFV1VEHY—)b

REDHTERIARTIE

e rOF>aVFFI—)LD

0.025 ng K17 \EEWT:‘E%)JZ’) ICRREZRET D, | EBHE

TNTVET TR -

e BIRICEFE N TS SIM

E— RIZMA T MRM TERHHEIEET T

IEAERROBRICIE. PP NNAT )L EERALE Lz,
eIk EREFIAVFEFI—IL
§#HE (mg/L) 1
ERBE (ng) 0.025
IREAREE (mg/L) 0.0025-0.1

FRER

Hydroxyisoxazole
H3C

C,HNO,
Mono-isotopic Mass:99.03

X7 eROFAVFTY—)LOEER

8le. £ ROFYA Y+ Y—LORENEIOT LY

= [ (0.0025 mg/L)

ERBR KR4 ICOERGZERLE LT

SIM ; Selected lon Monitoring &

Q100.00 (+)

4.5e5+

Y= 4648521 + 4164577

4.27e5 450007 R =0:
REGOHER 77510k
400067 J BB 1 7T AL E (/O Y.
FREE 70 h EamEEny)

RT=4.415 250007 /
] S
] 00025 mg/L o S/
40e5- ERE 250067 ,/
96RSD 40 200067 //
] (n=6) /
3.5€5-] S/N 18 1.500e7 3 /
1000¢7
/ 0.0025 - 0.1 mg/L
5.000e6 /
. — T : . - - T
3 4 5 6 20 40 60 80 100

MRM ; Multiple Reaction Monitoring

Q100.00>54.20 (+)

A (ng/ml)

Jy=6217665x + 5156309

1.71e3 600065

RT=4.398
550065

] 500065 FAEHE
15€3 3 ]

E 4500C5'_
13e3 4000e5]

: 0.0025 mg/L 350065
1063 ] B -~
7562 ] %RSD | 24 250005 g

€2 (n=6) E

E 200065
5062 ]

] 1.500e5

25e2

0.00025 - 0.1 mg/L

1.000e59

5000043 o

- T T
20 40 60 80 100
B (ng/mb)

8 ERFOFIAYVFHY—ILORENGZ/ O NI LE

1REHR (SIM & MRM)

F4 L ROFVAVEGY—ILODHEL

Column

Mobile phase A
Mobile phase B
Flow rate

Time program
Oven temperature
Injection volumn
Rinse solution

Final dilution solvent
Back pressure range
Interface polarity

IF voltage

CID gas pressure

ESI probe position
Nebulizer gas
Heating/Drying gas

Interface/DL/HB temp.

Dwell/Pause time
SIM transition
MRM transitions

. Shim-pack XR-ODS 11
(100 mm L.X2.0mm1.D,, 2.2 um)
0 0.01 %EEIK
7NNV
;0.2 mL/min
: 4%B. (0-6 min)
1 40°C
2ul
: ROt K
c K
. 15 MPa
. ESI'positive
:+1kv
. 270 kPa (default value)
:2mm
. 3L/min
. 10/10 L/min
: 300/250/400 °C
: 100/3 msec for each ch.
- 100
:100.00>54.20, 100.00>44.05

* S/NFHE @ ASTM 7.

/ARG =R EEREEEEEL CVET,

W ERAZES1
ESHARIF Tl

27 N/ )b

(AR 22 LD 0001 ng H

PR TEDL DI ,_\F“%?uﬂi&‘g“é 1 ERERENTVET
LT .
HNRIEEY HIWNYZD I
$E#tHE (mg/L) 0.2
ZREE (ng) 0.001
1REREE (mg/L) 0.0005-0.05
RE 152
* IRV A D L FE
Benomyl Carbendazim (MBC)

N N~ TOCH;
H

CaHoHNX

o C,HNO,
Mono-isotopic Mass:290.14

/ N o
Qﬂ N0

CHN,O,

9 973

Mono-isotopic Mass:191.07

9 N/ ZIVERIWRYED LDOEER,

10 1T DIV ZI LORENGZE VAR NI T I
(00005 mg/L) EAEEARE. K5 ICOMEHETRLE LT,

Q191.95>159.90 (+)

RT=4.096
R118.51% (98.76)

20e4

m

231e4 g
y = 524907.7x + 3687.709 P
s.ooves [R? = 05999234 R=0.9993617 yd
{gesoms: 77200 (@8
2.so0e/ |BIIF : FTHILE (1/O) /!
FeEE 774 ”5¢-§ﬂt§h
<0007 P
0.0005 mg/L 3500074 Y
aH(E e /
%RSD 19 2.50007 //‘
(n=6) 20007 ]
SN 200 /
y
//
00001 - 0.1 mg/L
o 9
r's
) o © ® 100

R (ng/mL)

10 ARV ZILORENG IO bTS LERER

x5

VAl Za W S INDG Y iE-as

Column

Mobile phase A
Mobile phase B
Flow rate

Time program

Oven temperature
Injection volumn
Rinse solution

Final dilution solvent
Back pressure range
Interface polarity

IF voltage

CID gas pressure

ESI probe position
Nebulizer gas
Heating/Drying gas
Interface/DL/HB temp.
Dwell/Pause time
MRM transitions

. Shim-pack XR-ODS Il
(100mm L. X2.0mm 1D, 22 um)

: 2mmol/L B > & Z U LACER

AR/ =)L

: 02 mbL/min

+ 40 %B. (0-5 min) - 95 %B. (10-15 min) -
40 %B. (15.01-20 min)

2 40°C

2 ul

: RO:50%4A%2./—Ib

AR/ =L

. 12-24 MPa

. ESI positive

T +4kV

: 270 kPa (default value)

:2mm

1 3L/min

: 10/10 L/min

: 300/250/400 °C

: 100/1 msec for each ch.

:191.95>159.90, 191.95>132.05

* SINFHE 1 ASTM A, /A RdE— 7 nExREsSmEiEE L TLE T,

D
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W ERIAZES©1-50 MCPA 1/ 70 E)L
7 IVIERUMCPA F U LIE
BESIERRTIE, [MCPA O 1 ng BT9BRTES
FOICREZERET 5, | LHRRINTVET LITH)

poE | d=] MCPA
f5#HE (mg/L) 0.051
ZREE (ng) 0.025
BEREE (mo/L) 0.005-0.5
I -
MCPA o,
N

e C,H,Cl0,
Mono-isotopic Mass: 200.02

Cl

11 MCPA DIEET

B 12 |2 MCPA DHZERIE Y A 25 L (0.001 mg/L)
EIRERR. ROIIOMERGZERLE LT

Q198.95>140.95 (-) 1.22e3

1y — 12534.85x - 1148.219 4
RT=3318 ] A

1263 R1 2.24% (90.15)

103

80e2-] 1 S/
4 A 7
E 0.001 mg/L P— Ve
6De2€ ERE 1 /
1 %RSD | 2.1 ] Ve
40627 (n=6) 2omee ] /
] SN 129 1 '
20e2 100026 / 0.0005 - 0.5 mg/L
; | A
0,060 y 0.020e0
T T T T T T LI B 100 200 300 <00 500
2 3 4 5 BE (ng/ml)

12 MCPA DRFMZ Y O b5 LERER

£ 6 MCPA DDHTEM

Column . Shim-pack XR-ODS 11
(100mm L. X20mm1.D., 2.2 um)

: 5mmol/L B> 20 LACER

AR =)L

: 0.2 mL/min

: 40 %B. (0 min) - 95 %B. (10-12 min) -
409B. (12.01-17 min)

Oven temperature 1 40°C

Injection volumn 2 ul

Rinse solution ©ROI50% A%/ —)b

Mobile phase A
Mobile phase B
Flow rate

Time program

Final dilution solvent AR =)L

Back pressure range . 12-24 MPa

Interface polarity . ESI negative

IF voltage : -3kV

CID gas pressure . 270 kPa (default value)
ESI probe position :2mm

Nebulizer gas : 3L/min
Heating/Drying gas : 5/15L/min
Interface/DL/HB temp. @ 200/150/500 °C

Dwell/Pause time . 200/3 msec for each ch.
MRM transitions : 198.95>140.95, 198.95>104.90

* SINETE D ASTMIA. /A R3E— 7R E 7= RREEERE L TWE T,

13 @RRET O bT 2 7ERDHET LAMS™-8050

WEARAZEDI-51 FPURFHINVIIFIV

EENIERR T, TR UREH/ Sy 2 TFILD 1ng A
TR CEDLDICRREARFET S, | LHEEEINTVE
¥+ FH) .

NETZATY,

XIR{E MRSy S TFI
$EEHE (mg/L) 0.15
Z2REE (ng) 0.025
IREHREE (mg/L) —
I 113

Trinexapac Trinexapac-ethyl

HO, HO,

o\ o o\ o

HO \0 o \0

CHszos HSC) CBHmOs

Mono-isotopic Mass:224.07 Mono-isotopic Mass:252.10
14 bURFDF/NNyTE M) RFFINY T TFILOMEET

B 15, bURFH/INy T E M) RFH/INY T TFILD
RENGIOT S L (0005 mg/l) EEERR. & 71CH
A RLE L

Trinexapac

Q22295>135.00 () 4.83e3 e
RT=5334 L yad
R194.83% (102.1) 3300664
4063 300006 :
3.0e34 ]
0.005 mg/L o] .
ARE ]
20e34 9%RSD 24 15006+
(n=6) ]
1063 SN 220 \WO&S:
sy g 00005 — 0.5 mg/L
L e e LA i
4 5 6 7 100 200 300 400 50
RE (ng/mL)
Trinexapac-ethyl
Q251.00>137.15 () 276e3

mi
Jy=3457.458x+ 2102329
09991453 R=09995726

JR1118.73% (105.94) b
30e3 RT=8.987 16005 |

25¢39 1.400e5

E 1.200e5
20e3-] ]

] 0.005 mg/L 1.000e5 4
15e3] HEEE 5000c4-]
1 %RSD | 3.1 ]
1,003 (n=6) o0

4000e4 ]

200064

0.0005 - 0,05 mg/L

LA (L B A (L L L B R S B B R | .H‘\‘C“.Zoluiﬂul%l“5‘5‘
7 8 9 10 R (g/m)

15 hURFH/Ny &M RFHINY T TFILD
REMNGI O TS LERER

®7 bURFY/INw T ENIRFTINY T TFIVODIES

: L-column 2 ODS METAL FREE
(100 mm L.X2.0mm, 3 um)

;0.1 %K

C 7N NUL

: 0.2 mL/min

: 20 %B. (0 min) - 80 %B. (15 min) -
20 %B. (15.01-20 min)

Oven temperature 2 40°C

Injection volumn 2ul

Rinse solution CRO:7ENZNUIL

Final dilutionsolvent 1 K/ 7 = kUL (4:1)

Column

Mobile phase A
Mobile phase B
Flow rate

Time program

Back pressure range : 5-9 MPa

Interface polarity : ESInegative

IF voltage . -3kv

CID gas pressure : 270 kPa (default value)
ESI probe position :2mm

Nebulizer gas : 3L/min
Heating/Drying gas 1 10/10 L/min
Interface/DL/HB temp. @ 300/250/400 °C

: 100/3 msec for each ch.
: 222.95>135.00, 222.95>179.15
251.00>137.15, 251.00>177.05

Dwell/Pause time
MRM transitions

* SINETE T ASTMIA, /A RI3E— 7R E = RREEERE L TWE T,
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WERSEZE FL&

7 DOMERIFGEDIEEHE. 6 Bl )& L DEREIE%RSD. 5 BT A< N TS TEENHET LAMS-8050 T J/L 715
EfREE REROTSR EBREEXRS ICELDHT LT, EEERFEDEREELUTORHHPIRETT,

*8 BMERIFEDEHE. EREBRE. REREH
(n=6. B : mg/L)

" . e EEE | e _ :
mEs, mee | oBmem | ko | GRE | mmeRsm | s5% | e
==

10 | RV ERY T (RTAARETY) 0.9 — 0.0025 3.6 0.0025-0.5 0.9972 0.9986
21 FAT 72— EAFIL 3 — 0.0010 29 0.001-0.1 0.9996 0.9998
23 | N\UEARAT 12 — 0.0025 23 0.0005-0.025 0.9993 0.9997
24 | e ROFYAYVFEHYI—)LSIM 1 — 0.0025 4.0 0.0025-0.1 0.9998 0.9999
24 | e ROFV A4 VEHY—)U MRM 1 — 0.0025 24 0.0025-0.1 0.9994 0.9997
27 | X2V (IR AT L) 0.2 — 0.0005 19 0.0001-0.1 0.9999 1.0000
50 | MCPA 0.051 — 0.0010 2.1 0.0005-0.5 0.9999 0.9999
51 NUEE =y ARy 1Y 0.15 — 0.0050 24 0.0005-0.5 0.9998 0.9999
51 NUEE YA — — 0.0050 3.1 0.0005-0.05 0.9991 0.9996
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W ZR DR HE -1

ZMOBRFDIEN-1 1. 44 BEOEBEZDITRRILE I hFR)V70>,033-22051 72 )VAV ARG LARL
METHEERN—FIMETY, BEZESRIZI. 42 B F LTz
EDOEREEMCHAIELT 7 AIVLMAMEMRAHE 16 1T, 44 TBEOREDOREXNZ /O T T L (&
162-25213 BEEEIZAER GF-1 (LC/MS/MS) (. 054-06821 004mg/L) &, RIITHMEHEERLE LT
(3<1 ,000,000)
90% [ c
E 2 3 B s
8.5 8 £ o < g T3
1 £ g 9 . B £ g5
801 £ g 23 S s = g g
i s © < = o5 £ €
- < a b = e © s v
7 g8 N [ R 2
704 £ B3 N I < (I
] IEE s B = -
6.5 \> = § % % g 2 EE f§
] £ =9 -
° SV & &
5.5 7 T Z s & 3§ £
] J < > c Cc =
] - o a U o v
507 z S e 9845
1 — 3 q| 2 Sle RY
457 3 g ‘ l S\ 5S
] o[l [leE o
407 3 | 5L {EFK g
] JIARELY 2 I 5& n 2
357 /g SIS &
301 é
257 = z
] . £
207 S 5
k! — ] 5
15]
107
057
007
1 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
3.0 4.0 50 6.0 7.0 8.0 9.0 10.0 1.0 120 13.0 14.0 15.0 min
16 44TBEOREOREZNG 7O T L (% 0.04mg/L)
x9 ZHNERDITA -1 ODIFRG
Column . Shim-pack XR-ODS 11 Interface polarity : ESI positive/negative
(100mm L. X20mm1.D., 2.2 um)
Mobile phase A : 5mmol/L BFER T > & Z U LAKAR IF voltage : +4 kV/-3kV (Iprodione -1 kV)
Mobile phase B AR =)L CID gas pressure : 270 kPa (default value)
Flow rate : 0.2 mL/min ESI probe position :Tmm
Time program : 209%B. (0 min) - 90 %B. (13-17 min) - Nebulizer gas : 3L/min
20%B. (17.01-22 min)
Oven temperature 1 40°C Heating / Drying gas 1 10/10 L/min
Injection volumn c5ul Interface /DL/HB temp. : 100/150/300 °C
Rinse solution 2 RO:50%A%./—)b Dwell / Pause time : 25/1 msec for each ch.
Final dilution solvent :50% A2/ —)b MRM transitions . 44 event (max loop time 1.076 sec)
Back pressure range 1 20-24 MPa
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U BEOREOREZNGZLYOX M5 L (0002mg/l) =

Thiamethoxam Imidacloprid
Q291.90>131.95 (+) 1.13e4 Q25595>175.20 (+) 6.43e4
R Ui:-%u’“/dijT:su“
4.0e4
20e
| UL 0.0ef T T T \"
30 35 40 40 45 50 55
Simazine Metalaxy!
Q202.10>10405 (+) 397e4 Q280.00>220.25 (+) 20365
T=8618 RT=10309
el 2051 e
304 1.5€5-
-
1064 5004
0,00 — 00e0+
o ‘B‘D‘ o 8‘5‘ o ‘9‘(]‘ o ‘9‘5‘
Siduron Flutolanil
Q233.05>137.15(+) 7.06e4
Q323.90>242.10 (+) . 1.17e5
[R1 136.80% (104.12) fI=y1570
B0e4] 1.0e5]
6.0e4+ 80ed|
o] ooed
40e4]
20e4]
0004 00e0 T ——tl. 1Y yre
10 15 120 125
Cafenstrole Cumyluron
Q3510010030648 oy o 4894 Q302951851564 110 384e5
3.0e4-
2.0e4-
1.0e4- 1065
no Ms 10 125 TR AT NP X
Tebuconazole Propiconazole
Q308.00>70.15(+) RT=13055 1.98e5 Q341.90>15895 (+) RT=13290 9.05e4

125 130 135 140

Fenitrothion
QH&(JSMDQ(JSH)WSHMé 2794

2564
204
1,564
1,084
5.03:
0,060
13 14 15

Oxaziclomefone

[R1 63.34% (98.58)
80e4
6.0e4’
4064
20e4;
00e01Y¥ v w Yy vy

Pencycuron

Q32895>12510(+) 25485
RT=13605
2.5e5:

[R1 15.07% (101.58)

2065

1.5e5-

1,065

Pyributicarb

Q3759521902000 25085 QmssIsIse 18265
25e54 N
205+ 1.5€5-
1.5e54
1.0e5-
1.0e5
50e4] 5.0e4-
0.0e0¢ - " “ 3 v" v
1S M0 s 150 140 145 150 155
Triclopyr Cafenstrole metabolite
Q2540019590 () 1.97¢3 24990518620 () 19604
—
R R123.52% (96.15]
2502
RT=1426
20039 154
1.0e3
50e24
0060 0.0e0-
70 75 80
Boscalid Thifluzamide
Q34085>112.00 () RT=11480 228e3 Q52665>12490 (-) RT=12378 204e4

20e44R1 82.45% (99.93)
1504
1084

50e3

Clothianidin

Acetamiprid

Q24990513210 (+) 61204 Q220516050 L 1335
RT=5182 o
6.0e43R1 104.19% (10056 120581 2671%9996)
5064 105
406t 8064
30e4] 6.0e4:
2064 404
1064 2084
v
0 55 50 55 60 65

Cyproconazole-1
Q291.90>70.20 (+) 888

R139.64% (98.38) fr=12113
RT=11.801

Cyproconazole-2

2919057020 a85es
Q2120702000 RT=12.113

R1 43.00% (99,16)

[R1 66.64% (101.64)]
o]

.
6.0e4+
20e4+
0.0e0- - + -
n 12 13
Mepronil Isoprothiolane
Q26995511910 (+) 2995 Q29095>231156) 2395
—— )
25653 105 060
25e54 |
2.0e5-
20e5
1.5e5:
15054
1.0e54
5.0e4 5.0e4-
1o 15 10 1ns 120 125
Triflumizole metabolite Tetraconazol
Q29490>215.10 (+) 1.3%4
RT=12215 Q371.80>158.90 (+) 1.02e5
RT=12.243

1065431 54.28%(101.28]

Diazinon

495>16895 118e5
Q30495216895 () 0 18e!

IR1 30.44% (10
1.065°

8084
6,04
4.084;

2084

Difenoconazole

405.95>251.05 235e5
Q SLOS(H) Lo e5

IR1 55.83% (104.36)

TR T ARIOTARYY:
Pendimethalin

Q20052121564 Lo 84804

80e4]R113.20% (93.99

145 150 155 160
Mecoprop
Q213.00>141.00(-) 8.13e3
RT=7.813

803451 31.25% (97.6)

6.0e3+

4.0e3+

20e34

0.0e0-

Tebufenozide

Q351.20>149.00 (-) 5.72e4
RT=12654

5.0e4 4

4004

30e44

20e4 4

1oet]

0.0e0 +

120 125 130 135

115 120 125 130
Butamifos
Q33295>180.15 (+) 1.68e5
RT=13443

125 130 135 140

Terbucarb
Q278.05>22220(+) 167e4
s

40es]

30659

20e5]

10657

0.0e0}

3004
20049

17 1TRLE T, BHIBEIC, TXTWET,

Ethoxysulfron

Q39890526110 (+) 47665

RT=7.788

IR1 709 8)

Azoxystrobin

Q0400>37205 (1 e 42365

4.0e5]R1 25.13% ¢
30e5]
20e5]

1.0e5]

05 110 118

Propyzamide

Q25590>189.90 (+) 633e4

RT=11726
6.0e43R1 6829% (1056

504
40049

10049

Simeconazole

Q29400>73.20(+) 431e4

5081 449 36% (1087242,

15 120 125 130
[soxathion
Q3¥390>¥05¥5(+)W7HMS 1.15e5

R1 50.85% (96.22)
1065

80e4]

604

4084

2004

Triflumizole

Q34585527815 (+) RT=14048 2195

[R1 32,0496 (101.92)

12e5]

10es]

s0ei]
TR AR RS
Flazasulfuron Harosulfuron-methyl
Qu0s90:251100) s30e om0y | e

R111136% (107.28) RT=§:420
5063

403
3063
20e3:

1063

Cyclosulfamron

Q41990526500 () 346e3

RT=9839

Iprodione

Q32800524300 () 43002
RT=12639

3.0e3-
20e3-
20e24
1.0e3-
L : 3 : I\Af/\ L
B A AT e
Bensulide Dithiopyr
Q396.10>213.10() 107e4 Q399.90>352.05 () 283e2

RT=12661

1004 JR1 69895 (1039) R13333% (6759
2562

80e3 4 20e2 ]

6063 1502

4003 ] 1002

20039 5001 ]

0000 4 00e0 A

RT=14001

120

17 2REORERNGYOX 5L (0.002mg/L)

145
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W ZHDFREDE 1-1 £L&H

44 FEFEDREEDIEH B, 6 B¢ 1R L DOmEIEE%RSD., 1% BRIET O TS TEEDHET LCMS-8050 T, £2%, 15
SR REEOF SR, EEFRKER10ICEEHEL FHBED 100 7D 1 DIFEERET B EHNTELT, (M
oo BEROREREHIE. 00002-0.04mg/L (Iprodione. DEBEDHCET -1 & R OFET 2 BBV ET,)

Boscalid. Dithiopyl & 0.002-0.04 mg/L) T L7z,

®10 44 BEOEHE. ERERRE. REFEHHE
(n=6. E7 : mg/L)

- . . BRE | mawe _
s, et | Acmmes | kb | DRG | emwem | s | e
1 TEREZT)R 1.8 0.18 0.0002 0.8 0.0002-0.04 0.99982 0.99991
2 7YVEIZ hOEY 4.7 047 0.0002 1.2 0.0002-0.04 0.99979 0.99989
3 RAHU R 1.1 0.1 0.002 2.8 0.002-0.04 0.99997 0.99998
4 TR IR 0.2 0.02 0.0002 34 0.0002-0.04 0.99909 0.99954
5 H7T VA MO—Ib 0.07 0.007 0.0002 34 0.0002-0.04 0.99502 0.99751
6 gaFT I 25 0.25 0.0002 20 0.0002-0.04 0.99901 0.99951
7 7 z)bav 0.2 0.02 0.0002 26 0.0002-0.04 0.99248 0.99623
8 v7oa+rv—)b 0.3 — 0.0002 46 0.0002-0.04 0.99850 0.99930
9 BAT D) >e 0.05 — 0.0002 35 0.0002-0.04 0.99995 0.99997
10 | Y7/ a+V—)b 0.3 0.025 0.0002 22 0.0002-0.04 0.99715 0.99858
11 I~ R)VTOY 1 0.14 0.0002 13 0.0002-0.04 0.99983 0.99991
12 | 75 bzay 0.3 — 0.0002 7.8 0.0002-0.04 0.99838 0.99919
131 7IL8=ZZ0 23 0.23 0.0002 3.0 0.0002-0.04 0.99819 0.99909
14 | N\OX)L7AYAFIL 26 0.26 0.0002 20 0.0002-0.04 0.99722 0.99861
15| 11=2o0 UK 15 0.15 0.0002 12 0.0002-0.04 0.99922 0.99961
16 | 174> 3 — 0.002 13.7 0.002-0.04 0.99676 0.99838
17 | a4v7aF4>> 26 0.26 0.0002 25 0.0002-0.04 0.99963 0.99982
18 | A1VFESFAV 0.08 — 0.0002 3.1 0.0002-0.04 0.99942 0.99971
19 | Xa7ov > 047 0.047 0.0002 8.2 0.0002-0.04 0.99986 0.99993
20 | A7OzZ)b 1 0.1 0.0002 50 0.0002-0.04 0.99550 0.99775
21 ARZRZFL 0.58 0.058 0.0002 19 0.0002-0.04 0.99984 0.99992
2 | AFYIIOAKRY 0.24 0.024 0.0002 18 0.0002-0.04 0.99902 0.99951
23 | Rovooy 14 0.14 0.0002 3.7 0.0002-0.04 0.99860 0.99930
24 | RUTF AR 3.1 0.31 0.0002 3.0 0.0002-0.04 0.99979 0.99989
25 | ara+rv—iu 0.5 0.05 0.0002 2.1 0.0002-0.04 0.99862 0.99931
26 | 7OEYI R 0.5 0.05 0.0002 4.1 0.0002-0.04 0.99165 0.99582
27 | EUTFHILT 0.23 0.023 0.0002 19 0.0002-0.04 0.99978 0.99989
28 | ¥Faov 3 — 0.0002 33 0.0002-0.04 0.99919 0.99960
29 | IRI v 0.03 — 0.0002 25 0.0002-0.04 0.99984 0.99992
30 | YAOFYV—IL 0.22 0.022 0.0002 53 0.0002-0.04 0.99589 0.99794
31 F7aAFrV—)b 0.77 0.077 0.0002 1.8 0.0002-0.04 0.99833 0.99916
R |\ FITI7 /IR 042 0.042 0.0002 34 0.0002-0.04 0.99873 0.99936
3B | FhZaFV—IL 0.1 — 0.0002 3.1 0.0002-0.04 0.98094 0.99042
34 | FAMESLA 047 0.047 0.0002 4.2 0.0002-0.04 0.99979 0.99990
35 | FILHFER 0.5 0.037 0.0002 1.0 0.0002-0.04 0.99993 0.99996
36 NIV =L 0.5 0.039 0.0002 34 0.0002-0.04 0.99932 0.99966
37 | yoaX)vT7 7 LY 0.8 — 0.0002 6.8 0.0002-0.04 0.99745 0.99873
38 | IFAEIL 0.095 0.0095 0.002 175 0.002-0.04 0.99999 1.00000
9 | 7z haFA4v 0.03 — 0.0002 6.0 0.0002-0.04 0.99938 0.99969
40 ~yooel 0.06 — 0.0002 17.0 0.0002-0.04 0.99995 0.99997
41 | XA KR — — 0.0002 76 0.0002-0.04 0.99977 0.99988
42 | FILTHIVT — — 0.0002 7.7 0.0002-0.04 0.99934 0.99967
43 | A7 TR ~O— LD — — 0.0002 2.2 0.0002-0.04 0.99384 0.99692
44 N TILE Y — )LD — — 0.0002 6.9 0.0002-0.04 0.99993 0.99997
<BEXHS>
1) LTS TR N REIC & BKEE BN UK E D IF TR 2 IS4 (RIECHIE T 30 4 11 8 30 B (BRAKTEE 1811301

=) )
2) BREAR—LNR—Y  http//www.env.gojp/water/dojo/noyaku/odaku_kijun/kijun.ntml (2019 ££ 4 B 18 BEHR)
3) BRKARLHEE 1811301 5 3 (HEHKICHRBIZEDAE) http//www.env.go.jp/water/dojo/noyaku/golf_course/attach/guidelines_an.pdf
(2019 4 B 18 AB8R)

Nexera. LCMS. Shim-pack Scepter. 3 &0 Shim-pack (&, #Iatt BREEFRDOBIE T,

BAT Y/ E BRMEEERRT OB REE T,

ZOM, AEZITEHIN TV 2844, WRE. Y—EAX—7, LU0O0TE. BHOBESLUEEEE T,
GH. AXFITIETM, =7 ZBE L TWRWEEHH Y £7,

hRFEIT 1 2019F6 A
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Application | '*“*
News

b U 7 IVEEMREILC/MS/MS%Z UL fo B

TAAENE WOMBEOKE T TS >0 b UhAkE
ICHEhE LoKEICETRE Lic b DT TKDE (Water bloom) |
HBWNEEET)L— L (Algal bloom) | EPRIENTWET,
TAAERHT M TS0 b ORICISBEESE R E
ET2EDOHHY . S VOVIAFUETFIICEYERETN
HHFEED—ETT,

WHO ICRBEEAKEAA FZA 2 VTld. =780V X
FUOEGERE 1 ug/LULTFEEDHTVWET, /O XF
NTEEZ L DEREDNEET 2T EHFSNTVETH. B
KITHEWTIE, TV EYRAF > LR HKGEKEEAE TEGEY
EEELTREINTS Y. BRRKFIT 08 ug/l WS HE
ZEHRITONTVET,

BIERRORMIEREE LTI B IC K 2EEE Y
=27y TEES FENESHMETNTVET,

AR Tl BMERLEZ AR L. AERFDz 700X
F> LR RR YR Z2REICHELIAE BN LE T,

M. Kawashima

W S DS

U0V XF Y LRC RRU YR BEREK A2/ —)b
=8/2 (VAT TR BS L, 10 mg/L RAEERRAEML
& L. CNEBIAKICCRIERIRL. RESBIREDE
BULE L,

EHEE LT, TRTILT 4 —F— KK HOKD3

Db iES TS
PEEERITITRLE LT
£1 sk

[HPLC conditions] (Nexera™ X2)
Column : Shim-pack Scepter™ C18-120 (2.1 X100, 3 um)
Mobile phases : A) 0.1% formic acid in H,O
B) 0.1% formic acid in Acetonitrile
Gradient Program B 5% (0-3 min) - B 55% (4 min) - B 95%
(6-7 min) =B 5% (7.01-10 min)

Flow rate : 0.35mlL/min
Column Temp. 1 40°C
Injection volume @ 10 uL
Rinse type . Internal and External
[MS conditions] (LCMS™-8060)
lonization . ESI (Positive mode)
Probe Voltage : +5.0kV
Mode : MRM
Nebulizing gas flow : 3.0 L/min
Drying gas flow 1 10.0L/min
Heating gas flow  : 10.0 L/min
DL Temp. 1 150°C
Heat Block Temp.  : 200 °C
Interface Temp. 1 350°C
Probe position ©+1.0mm
[MS/MS parameters]

DL/Qarray Collision

Compound MRM transition (m/z) Bias (V) energy (V)

g i QEUK SR 1045.20>135.10 - -70.0
BENZFNUC SOV AF UERMUERIEASLE L Y 1045.20>112.05 -67.0
feo THIDIK] & LTEKLIZMIE, BERKDZOME L Microcystin LR 498.30>135.10 20 -13.0
TESNZED T, BHLAERICUELE T, 498.30>90.95 -40.0

TNENOFERIE. BFEMREDRS. ODEAE LIz Microcystin RR g}g-ggﬂggég 20 2138
KT 4 RE—HF T T LRI TEBLE Lz, TOEEHC, - -
WHO DIREMETH 2 1 ug/L ITEDESZTVAVAF R
AL, orAERE LE LT

Q1045.20>135.10 (+) Microcystin YR
RT=5.106
1.0e4
0.0e0 ]
Q498.30>135.10 (+) Microcystin LR
RT=5.144
5.0e4+
0.0e0
Q519.80>135.10 (+) Microcystin RR
RT=4.957
1.0e55
O'Oeo:||||||||||||||||||||||||||||||||||||||||||||||||
1 2 3 4 5 6 7 8

{RIFBEE (min)

B1 1 g/ BEREOI O M T L4
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W RSO ER W fEEm

0.1~10 pg/L DEHETIER LciRERER 2 IR LEL EWEHIEIC K SRR E BB L. RODBEE T 1)L 2 58

feo WHO DAA RS A L BHHMEIX 1 ug/l £ENT DHD > TIVIEFHVIRIC K S DMhaEEER L& L,
WETH. ZD1/10 TH5 0.1 ug/L ZECEE T, RIFE c SRTIVTF—R— KEK AMDKICBEWNT, RiFEE
BifREERLE LT INEZERLE LT

Ffe. BADODKEXKBEEDERED 1/10 TH 2 - EMTHETIEZ BT SEEME P, BREOLD D IENE
008 ug/LIcBWNTC. 6 EIRYIR LAHZTTL. BIREZHE ZERL. S VAYRAFUERRD DERICAET 2T
BUIEERER 2BLIUOR3ITRLE L. 2 TORAICH ENTEF LS

1|V \ — 4+ NTE = -
VT, EREERIE 0% FORE A ERIESNE L, O R £ (S RSD

&2 BRYRLDW (n=6) IH1F2 008 ug/L IZEESRDBEIRM =22

Compound o IKGEK DK
Compound Area%RSD Rt%RSD
Microcystin YR 92.4% 78.7% 106.8%
Microcystin YR 5.98% 0.04% =
(a] . .
Microcystin LR 431% 0.04% % Microcystin LR 86.8% 83.5% 90.5%
=
Microcystin RR 2.29% 0.02% Microcystin RR 102.5% 94.9% 97.9%
= e Microcystin YR 1.2% 2.3% 4.6%
WA ODER z
R R s - -~ X Mi tin LR 1.2% 1.9% 2.7%
SRIIVT A —B— KEK HOKCZ IOV RFE 5 s ’ ’ ’
AUtz ot LR EiRiElc L U EE LItED B, © Microcystin RR 1.2% 23% 4.6%
EUNEEEH L. ZTORBRER3ITRLE Lz, EDFERHC
BLTE 70~130%HADBHFEEIENESNE LT,
[ E& [
2.000e5-Y = 19458.46x - 236.5923 2]y =101637.3x - 2807.550 'y =209133.8¢ - 2187.137
] R2=0.9999 R=0.9999 1 .00066: R2=09986 R =0.9993 200006 R2=09976 R=09988
150057 8.000e57] -
] | 1.500e6-
] 6.000e5- ]
1.000e5] ] 1.000e64]
4.000e55] i
5.000e4- : .
] 2000e5] >000e57
0.000e0 — 0.000e0——F———————— 0.000e0 #~———————————
0 5 10 0 5 10 0 5 10
=R (ug/L) =E (ug/l) =R (ug/L)
Microcystin YR Microcystin LR Microcystin RR
2 BN DIRERR
Q 1045.20>135.10 (+) Q49830>135.10 (+) Q519.80>135.10 (+)
RT=5.108 RT=5.145 RT=4.958
1sTD0.08ppb Y STD 0.08ppb JSTD 0.08ppb
-[BLANK 1BLANK 1.0e47BLANK
1.0e3 4.0e3] :
- ] 75033
5.0e2] 50e3.] 5.0e31
- : 25€31
O'Oeo_|||||||||||||||||||| O'Oeo-|||||||||||||||||||| O'OeOE|||||||||||||||||||
5.0 5.1 52 53 48 49 5.0 5.1
Microcystin YR Microcystin LR Microcystin RR

3 008 ug/L BERM DO TS L
<BEXH>

1) WHO (2003) Cyanobacterial toxins: Microcystin-LR in drinking-water. Background document for preparation of WHO Guidelines for drinking-water
quality. Geneva, World Health Organization (WHO/SDE/WSH/03.04/57).

Nexera. Shim-pack Scepter. &&U LCMS &, Mt EREUFPROBEARE LU ZOMOEICEIT IR T,

FHRFIT 1 201911 B
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Application | '™
News

APCI-LCMS™-8060 IZ &K B7KHRDFv T2,

No.C212 T4y b EXKUZTNh S DRED D

WECoIT

Fr SRUETHIVRY MET IV Z FEREEDER
T REFE LTLLBRINTVEYT, 74/RY MER
EBMEOBEVEEL LTHBEBINUIVEBAN BB
FERINTVBEED 1 DTHY . FICT RUMED/NED
TSR THERINTVET,

Fv SR 1849 2007/5/ECICK > THaS 91/414/EEC
DIBE | CNEH TN TOWASEEMETY (https:/eur-lex.
europa.eu/legal-content/EN/TXT/?uri=celex:32007L0005)
ZOLEMOE SN\ DOFEEE R —BIBEEFAE (AD)) 1.
0.01-0.1 mg/kg/day ICESHSNTWVET,

Fr T2 ETHIVEY FBRUOENSDREDT 2
JWAZRET T FOT2)VA S Rid BlCkEEITH
LTHEEDHD Y E T, AR TIFERIK S KUHIFRKFPDF v+
T2 ETHILRNY FBEXKUOTNSDREDEE DT AE
TWE Lz, APCl A > A2 —T 14 A%&fEA Tz LUMS/MS %&
BAWalb®@h DERERDTEE TR LR T, s aiE
75 LOEEDHC. 1 Dbzl 6 2 THOMATRELFY F
Lz

D. Toinon

D
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W AE

Fv Ta2ETRI)AZ RIEET T AV LAFEERE
S5, 74U & Riedel-de Haén Ah 5. Z LT
T2 FA72/01 2 FIZERIERIEMASHEDN ST
NZNEA L FT Uiz, AIRERRRIE. S8 UHPLC Nexera™X2
EAPC Iz vy b EESLEN) TIVUEBRES D FE
LCMS™-8060 R L& L1zo DD MRM > > 3
vk, 7O—aAvIxvvavath FA) #ERLTEE
IBENTVET, A V2= T T A RIS A—ZITDNTER
BT BT ETAFMEBLUTARENRE SN, BREB L
rESNF L.

KBHETIE. 0.1 %EFEK CERNARETOE Lz, Bx
AT 25T ETERPDELZENICREFGE— VIR TRE
TBHEDNTEE Lz, Slalid. NEZENEILFERLTL
FEAD BENWFTEREINDT M v I AR ARIE
T BIDITITFREIZENBEDFERNEN CTT, RES RS
NTEAGEK ERKITIREHRA R E AN L CEER T A
TUOE Lz

HPLC B KUBEDTEIODMEGZE. TNETNER T BEK
U2lTRLET,

&1 HPLC &t

&2 EBDWE PWEMA

(LC]

AT In i Nexera™UHPLC Y X7 L
B> L @ Shim-pack Scepter™C18 (30 mm X 2.0 mm I.D., 1.9 um)
mE : 40°C

EAE : EH300puL (100 ubx3 @)

BEME K +1OMMBRRT >V EZDULAR/ —)b

e ;200 pl/min

DI 6 min

[MS]
VAT I : LCMS-8060
AVB—=TT1—2R L RQERFE A A 1% (APC)
TEFEA R : 3L/min
IR : 3L/min
BAE= 1> 150 °C
t—bTOvy 1 300 °C
AR—=T1—2X 400 °C
NEREER

0.1 %EFELK CHRR L fciRZEs AR =BT, 9 B5
900 pg/mL DEFE TIREZFZIEA L & LT, BIE2KER T
EEBOAIEE CH DD EIRIET HIcDIC, KK E KBRS £
USRI K SRS AR Z 0 L featil &2 38 L TR
R LE LT,

BRERT—7

BRERER 1 ITRLE LIz, TINS5 OREFOMEBGREE
099 LI ET. MERDEES(E, 80-120%&7%5 W F L
BWDE 9pg/mL THRHETESH. E2 MR (LOQ)IE
27 pg/mL EEZSNE T,

BIE%

FKEEIK, KaEK, JAIJIZKIT 27, 45, 63 pg/mLIcE5 KD
IR R R Z Al LTtz ot L. BIRMZ SR LK
L7z (n=3) . SENIIKEDH L TES NI LOQ TD MRM &7
AR S LEBREDERZZTNTNK2 ER3ITRLE
L7zo LOQ ZEH I NTDEE T RSDW%H 12 %RimD B
TREREHNELNE LI,

D
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Area

Area 6.000¢6 1 Phthalimide
Tetrahydrophtalamide y = -0.8122137%¢ + 7175.940x + 1171.300
375065y = 0.05566172% + 466.9290x + 1550.848 5.500e6R? = 0.9997804 R = 0.9998902
2 -
ss00es3% © 0.9993149 R = 0.9996574 Curve Fit: Quadratic
Curve Fit: Quadratic 5000861 \yeighting: 1/C
325065 Weighting: 1/C Zero: Default (Not Forced)
: 4.500e6 -
3 000es ] Zero: Default (Not Forced) Mean RF: 7.0517700+003
275065 Mean RF: 4.980085¢+002 +000ee ] SO RF: 2909625¢+002
SD RF: 6.583703e+001 000661 o/ RSD: 4.126092
250065 %RSD: 13.220063
3.500e6
225085+
200065 ] 3.000e6-
1750653 250006
1.500e5
2.000e6
1.250e5
1.000e5 1.500e6
7:500e44 100066
5000643
5.000e5 -
2.500e4
o T T T T T T T T T T T T T T T T T T
0 100 200 300 400 500 600 700 800 900 o 100 200 300 400 500 600 700 800 900
Conc. (ppm) Conc. (ppm)
Area
3.400e5. Captan e
%93y = -0.04069381x¢ + 422.9016x - 619.8177 ] Folpet
3200e59R? =0.9911103 R = 09955452 1600e63y = 1777.810x - 2150397
150006 R = 0:9980366 R = 0.9990178
3.000e5 4 Curve Fit: Quadratic ¢ Fit Li
g, | Curve Fit: Linear
280065 ] Welghtlng. 1/Cr2 1.400e6 Weighting: 1/C
Zero: Default (Not Forced)
2.600e5 1.300e6 - Zero: Default (Not Forced)
Mean RF: 3.984147e+002
2.400e5] SD RF: 3.664729¢+001 120066 Mean RF: 1.719919¢+003
SRS 9198279 SD RF: 1.689287e+002
2200653 11100654 94RSD: 9.821899
2.000e5 1.000e6
180065 900065
1.600e5 8.000e55
=
1.400e5 7.000e5
1.200e5 600057
1.000e5 5.000e5
8.000e4 4.000e5
6.000e4 3.000e5
4.000e4 2.000e5
2.000e4 1.000e5
0. T T T T T T T T T T T T T
0 600 700 800 900 o 100 200 300 400 500 600 700 800 900
Conc. (ppm) Conc. (ppm)
W =
1 RRER
Q146.10 () 8.37e4 Q150.10>96.10 (-) RT—2.457 3.27e3
8.0e4 -|R1 8.38 % (99.36) R12.44 % (17.43)

6.0e4

4.0e4 -

20e4 -

0.0€0 -
E————

24 25 26 27 28
0150.10596.00 (- 3.693
RT=3.207

R14.68 % (75.41)

3.0e3

2063 -

1.0e3

0.0e0

3.0e3

2.5e3

2.0e3

1.5e3

1.0e3

5.0e2

0.0e0

Q146.10 () 3.66e4

RT=3.384

JR17.83 % (85.96)
3.0e4

2.0e4

1.0e4

0.0e0

T
3.1 32

[2 A GRE 27 pg/ml) OYOR LSS50

A7 AILRY b b F I TRIVAZ R OF v T2V

d)7 2= K
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x4 B

e

A

*3 BEREM

27 pg/mL 1 10 8
FrTav 45 pg/mL 7 2 5
63 pg/mL 3 4 10
27 pg/mL 4 4 8

§;Z$§E 45pg/ml 10 6
63 pg/mL 6 1 1
27 pg/mL 9 1 3
ESIZaVAS 45 pg/mL 3 2 2
63 pg/mL 2 1 4
27 pg/mL 3 4 3
PEIZ 45 pg/mL 2 5 3
63 pg/mL 1 6 7

HE

EIK ERIKIARERRZ AN L T AT E CODEE%

Sl L7chERE xR 4 [ORLE LT

E2TOHD T WINDKERHCHWNTH 75-120 DR

HrEEZRLE LT,

SENINEBFREEICLDERBEZTVE LA XM TR
IWREFET 2NERENBEZA LS £ET EEDHED

WETELT,

VENZa VA ThzeRrRO72)L1M=Z R
B ﬁg%bk KEAK  AJIK REEK AGEK Ak

oL | G G oy Oy o ob
9 94 96 83 101 104 89
18 89 90 89 96 98 76
27 107 79 94 96 84 89
45 114 1M1 86 107 87 80
63 109 97 79 92 77 81
90 98 89 89 100 80 83
135 101 78 77 95 81 84
180 105 84 77 105 86 88
450 95 103 75 99 83 88
900 101 102 84 100 86 89

FrTav PEIZEEN
SR ﬁg%bk AGEAK AR RBAK K@K K

paml | G b oh oh 0 o6
9 108 118 115 99 92 76
18 82 92 92 97 75 79
27 106 85 103 101 91 87
45 101 107 90 106 92 77
63 106 93 91 102 79 86
90 96 84 97 101 80 86
135 102 77 76 97 84 76
180 102 85 76 99 91 76
450 104 107 75 101 96 88
900 97 108 89 100 91 84

WELH LG

APCl A > 2 —7 1A A% AfiA fc LCMS-8060 T\ ZGEKE
FNKARDF v TH2 T+ Iy bBXUZNS DR

DEE=TVE LT

SR ETLIEE RS LTCEEDT CL 1 Dt 6 9T 1 7LD
TRDITAY v REBELE Lic, KETOWINDEH LD
5< &S 30pg/mL DTFRTEEHFIRECH Y. BHEHER

ML EINEZ R I ERMEONE L,

LCMS. Nexera. & & U Shim-pack Scepter l&. At ERBEUEFIOBAS KUZDMOEICHIT 2EIETT .

ZOM, AXRICERHENTVBRHLBLORRRIE, BHOBESLOERBHECT,
) ZBELTVWEWEELH Y EY,

AXHRTIE TTM] |

RRFAT 1 202056 B

D
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Application | '™
News
0.C221
BRI FIIBBRICE WV TERINSESHTHS

REIFRE T b ) D LRICEENS AR ERD D WIEF
HKIVEBEIR CTERM L KTCRARDRKICIMBED 50
IFHKINER, RSV 2 AIBBRRICE N TEM T 5T DA
SNTVETY,

IBERMB LURRRIL. HiICk FORRNODEELNBRERE
N5 EDSKEELEHBICREINTES Y. [KEEE(C

HT2E8DOREICEDE. BEEFBRENEDSHE (F
15 FEEERBESRE 261 5) | AEHSNTVWET,

INETEERIL TRIERE 13 /A >70OxMIZ7ICK
BH—EDNE] DWRMAE L ORENTWVE LIcH, 2
FEEOWIEICKY TRERE 18 D2 ®/AEAIVAR NI ZT-E
ENIE] OWRIBE THHRAFINNA . BREEE [HI% 18
0)2J DRREGFY . BFAARIEEE TV FE LIz, (HF12
F3IAREFEBESTE 5 S)

SElE. BRREIEE ChH 21BRFREE JOKEBEEZR
FIEE CHAHHBRBEMA 49 %E RIER 18D 2] D
FHEICEDE LCMS™-8060 & W T—EF 0 Lizflx T
NLET,

H. Niwa, H. Horiike

(x100) (x100)

tU 7 IVEERRE LC/MS/MS ZR L e
IGEIKRDIEREE - REEE - BIERE -
e R OERF 7

W IEEE - REE: - BIEREE - BIERED
MRMZ O% k75 Ls CERIEERBRDAIE)

1 ITIRERME 0005 mg/L (BZE(E © 06 mg/L). RERE
0.0005 mg/L (FE#1E : 001 mg/L) . @I&EE 0.0005 mg/L

(B1B{E : 0025mg/L). TiEER 003mg/L (BIE(E :
0.6 mg/L) EEGREAREREZAE L TIEoNEE MRM
TARMISLERLE LI, NSO M T LDSE
BEAEBREEZEBO 110 UTOREICBWNTH, T2
BRHTERECH B T D nEnE Lz,

PIMEFE. £ 1 DBY TY,

LCMS™-8060

(x100) (x100)

550 P07 6695005095000 CE, 70|
2254
2004
1754
150
1254
100
075
050
025
000

3:Cl03- 82.9500>51.0000(-) CE: 27.0 4528103~ 126.9000>110.9500(-) CE: 25.0, 2:ClO4- 98.9500>66.9500(-) CE: 50.0
809 407
704 359
6.0 3.04
5.04 257
40d 204
3.0 154
209 104
1.04 059
0. 0.07
4‘0 4‘5 5‘0 5‘5 min 3‘5 E‘D 6‘5 7‘0 min
(a) &3 0.005 mg/L (b) 23 0.0005 mg/L (c):@#E=EE 0.0005 mg/L

1 (a) BHEE

=1

. (b) RFEE. (o) BERE.

(d) FIE3REE 0.03 mg/L

(d) BIBREEDE MRM 7 O% b5 L

PARIES S

Column

Mobile phases
B 7ehZhUIL

Time program

: Acclaim™ Trinity P1 (100 mm x 3.0 mm 1.D., 3 um)
© A 200 mmol/L EfEE 7 >~ EZ U LEE 0.5 BEFEEIKATR

: B.conc 95% (0min) — 90 % (3-10min) — 5% (10.5-15.5min) — 95 % (16-22 min)

Flow rate : 04 mbL/min

Column temperature 1 35°C

Injection volume sl

lonization : ESI- Negative

Probe voltage :-1.0kV

DL temperature 1 150°C

Block heater temperature ;400 °C

Interface temperature 1 400 °C

Nebulizing gas flow : 2L/min

Drying gas flow : 5L/min

Heating gas flow : 20L/min

MRM transition . Chlorate ion m/z
Bromate ion m/z
Chlorite ion m/z
Perchlorateion m/z

8295> 5100 (FE) 8295> 6695 (FEsR)
12690 > 11095 (EE) 128.90> 113.00 (FE:D)
66.95> 5095 (&) 6695> 3495 (FEsR)
98.95> 66.95 (FE) 98.95> 8295 (FESY)
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WIEREE - REE - BIEFREE - BIRRERD
BREMR BN CESRERROAE)

2 [T383REL 0.005~0.05 mg/L (4 =) . BB 0.0005~
0.005mg/L (4 =) . 1@EZRE 0.0005~0.005 mg/L (4 =) «
EIEREE 003~06mo/L (5 2) DEMEFIC T, HEE
HHIC S BRBRERLE LT,

SHEBIERE (R) (5. 3E R>0999, SLEE: R>0.999,
BIETEE R>0999, EHEFEE R>0.999 HMESNE LT, T
NTORBRICH T, BFGEREERLELL,

E
Cl03-
5.000e4-

Y= 1064903c+
R?=0.9997345

4945631
R=09998672

EE

350004

200084

150084

100084

500003

8103~
= 7794.777x- 746.6505
R?=09990187 R=09995092

3.000e4 st

250004

W KEKDDH

AEK (FER)R) ZAWCRIENESRZTOE L,
K LIEKEKICTFLYIT I VERNT ST & THIE
FIIBET oI, 1B8FBE 10 ug/L. REE 1 ug/L. BIE=R
B 1 pg/L. BIEEEL 60 ug/L 1</ 3 & S /KEKITIZEES R &
A LB AmaAR LE Lic, K 3 ICHGEKD TS0
BLUKEKFMER DB EZNZNRAEL. Bo5Ns
MRM 70X b IS LERLE LTz, Tl R2ICFOEE

ed{CI04-

y =7916.136x- 401.0388
?=09991760 R=09995879

RO 77 40 - (EAR)
777k (1/Q

a0

50
R (ppb)

i
Ci
7.000e4Y.

500004

400004

3.000e4

200004

1.000e4]

&
600004 {RESOME: 77111 b (85)
EHII T T2V (1/O

o 7 5L b GER ALY

5
I (ppb)

102-
=125.0507x- 1853.0:

55
09970176 R = 09985077

fER. ENES LU -V ERESBRYE (WRSD) ZTNT
nnLlE L,

(0) BIE3REL

E‘OU
3 (ppb)

200 300 400 500

(d) EiEERmE

100

2 (1) BB (b) BEE. (O BERE. (d) DEXRORRERS
L Eya))
MBR 18 M 2IC KB AEITKY LAMS #BWNA T & T,
KEEEIBE Th ZIEHRM. REBRP SUOBEREE. KE
BIEEERTHEE CH2BERB. BERBRICOVWTHEE
BL DD EIgE CH A EHh b E LTz,
:Z: Spiked gj: Spiked Z: Spiked M: Spiked
Blank C Blank Blank b Blank
(o) tEE (o) 25 () BiEEE () i EE
3 AKEK (F574) BRUAERRMROE MRM £ 0% k55 L
£2 AEADFMENEERER
4> AGEACTN KK (F524) AGEACRINER R ENES %RSD
SR (ug/L) FEEE (/) FEBE (N=5. pg/L) (N=5) (N=5)
ERER 10 29.16 41.19 120 % 2.12
= E i 1 0.10 1.06 96 % 6.32
BIEREE 1 0.10 1.18 108 % 3.77
HIRRER 60 N.D. 63.06 105 % 2.85

LCMS 1. #att EREUEFROBAS LUZDMDEICH T ZEZETY .

ACCLAIM &, Dionex #tDEIZTY,

ZOM, AXFICEHIN TV EEAH SUERAIE. SHOBIZES KOEREIZTY,
AXHTIE MM Tel ZBERELTWEWEEHH Y ET,

HRFE(T 1 20207 B
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LC-MS

Application
News

No.C222

WFCoIT

NILZIA A7 IVFILEKORY Z7)bAa7 )b+ UE

(PFAS) IZATHIT/ESNIZBE Y vR(LBYTHY . BB
ok, T B85, EEPICERREET S ENM5N
TWET, KEBIBFRER (EPA) I&. EUEKICTE £ NS PFAS
HRAET B DFRERE 5371 #HELE LY, DR
SEIE MRM GRICE DK RV —Z V058 TH Y. &AK 30
D PFAS ZExdge & LTenth AV v KT, LH LEAS,
Y TINEHERN DB T vRILEMEEENTWVWS T
B BIFEODHAY Y RTCLTDOMDERET 5 & ISR
TI N2, 2Dfesd, BEFHICEBLTWSPFASD X7 1E
BNTTHRS N TWAEREMDH Y 9, A8 Clda e,
BN-BEREMAEBT 5 QTOF BEBEHHET LCMS-9030

(1) ZRUL. MS/MS TESNET ST A MNZ—%
BEIEAT 710 MRIT, MKRICEENZEEIS £
USREN PFAS RO DR ) — =2 TFEE BN LE T,

1 LCMS™-9030 DAV

Q-TOF BE &5 st LCMS™-9030 Z L M
MRKICTENSEHRT v =RIEE
(PFAS) DRV V-2 U5

WAERE

Wellington Laboratories 55 PFAS 1Z22E¥)8E 34 mi) & i
AL UTe BilikaE BT PFAS DB AHZAE AR & 58 L.
AT U—=Z2 G A MERITAVE Lic, KB KU
NKEDHY > TIWE L. TrIb2—EBLT&. BRAR
MFIC &Y 50 fEEME L. 2imlct L& Lic, AAIEICIE
), ES| AHE#E LTz LCMS-9030 ZAHWE Lz, LCH KT MS
DAMEMEZR 1 ITRLE T, DA T LMK Shim-pack™
GISTC18 (100 mm>*2.1 mm1.D., 2.1 um, P/N:227-30001-04)
ZRWV. AIERE 45 DDV 2V I b atiaiT0E Lz,

=1 AERM

<HPLC Conditions (Nexera™X2) >

. Shim-pack GIST C18 (100 mm X 2.1 mm L.D,, 2 um)
- A) 5mM Ammonium acetate in water
B) Acetonitrile

Column
Mobile phases

Flow rate : 04 mL/min
Column oven temp. : 40 C
Injection volume 210 L

Gradient program :10% (0 - 2 min) =95 % (35 — 40 min)
(%B) —10 % (40.1 — 45 min)

<MS Conditions (LCMS-9030) >

lonization . ESI (Negative mode)
Mode . Data Dependent Acquisition (DDA)

Nebulizing gas flow : 3 L/min
Drying gas flow : 10 L/min
Heating gas flow : 10 L/min
DL temp. 1 250°C
Block heatertemp.  : 300 °C
Interface temp. ;400 °C

&2 PFAS DILEMIER. HBEEEBOERES LU LCMS-9030 555N cRAME

{t&E% Bk CASNo. REERE (D) BREE EnE) | BREE EE | B8KE (ppm)

1 PFBA CGHF,0, 375-22-4 4.85 212.9792 212.9787 2.2
2 PFPA CsHF9O 2706-90-3 878 262.976 262.9755 1.8
3 PFHXA CeHF1102 307-24-4 11.58 3129728 3129725 12
4 PFHPA GHF130, 375-85-9 13.78 362.9696 362.9693 0.8
5 PFOA CsHF1502 335-67-1 15.65 412.9664 412.9662 0.6
6 PFNA CGoHF1,02 375-95-1 1732 462.9632 462.9631 03
7 PFDA CioHF1902 335-76-2 18.90 512.9600 512.9598 04
8 PFUdA CiHF1O2 2058-94-8 20.41 562.9568 562.9571 0.5
9 PFDoA CioHF20, 307-55-1 21.88 612.9537 6129537 0.1
10 PFTrDA CisHF2:02 72629-94-8 2332 662.9505 662.9506 0.2
11 PFTeDA CiaHF0x 376-06-7 24.71 712.9473 7129471 03
12 PFHXDA CisHF3102 67905-19-5 27.40 812.9409 812.9409 0.0
13 PFODA CigHF3:0, 16517-11-6 29.87 912.9345 912.9355 1.1
14 PF-3,7-DMOA CioHF1902 172155-07-6 1797 468.9702 4689704 0.5
15 HPFHPA GHaF1202 1546-95-8 11.94 344.9790 344.9789 0.3
16 PFBS C4HF9055 29420-49-3 11.63 298.9430 298.9436 2.1
17 PFHXS CeHF13055 82382-12-5 16.26 398.9366 398.9371 1.2
18 PFHPS GHF15055 21934-50-9 18.07 4489334 4489343 19
19 L-PFOS CgHF1,055 4021-47-0 19.74 498.9302 498.9308 12
20 L-PFDS CioHF2105S 2806-15-7 22.82 598.9238 598.9243 0.7
21 H4PFUNA CiHF» 02 2058-94-8 2041 562.9568 562.957 03
22 FOSA CsHoF17/NO.S 754-91-6 21.90 497.9462 497.946 0.5
23 N-MeFOSA CoHaF17/NO.S 2355-31-9 18.78 511.9619 511.9608 20
24 N-EtFOSA CioHeF17NO,S 2991-50-6 19.39 5259775 525.9774 0.2
25 N-MEeFOSAA CiiHeF17NOsS 2355-31-9 18.78 569.9673 569.9674 0.2
26 N-EtFOSAA CioHsFi/NOsS 2991-50-6 19.40 583.9830 583.983 0.0
27 FHEA CsH3F1302 53826-12-3 13.03 376.9853 376.985 0.7
28 FOEA CioHsF170; 27854-31-5 16.45 476.9789 476.9783 13
29 6:2 FTS CsHaF13NaOsS 27619-94-9 14.89 4269674 426.9679 13
30 82 FTS CioHaF17NaOsS 27619-96-1 18.13 526.9610 526.9615 1.1
31 HFPO-DA CeHF1105 13252-13-6 12.45 3289677 3289672 18
32 9CI-PF30NS CsCIF16KO4S 73606-19-6 (F-53B) 20.88 530.8950 530.8961 2.1
33 11C-PF30UdS CioCIF20KO4S 83329-89-9 23.88 630.8886 630.8896 1.5
34 ADONA GHoF1204 958445-44-8 1451 376.9689 376.9689 0.0
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WHERBLUER
1. PFAS34 B DAY )—Z20T AV v RELT
S4TSR

PFAS 34 D DRBIZERRAANT. RV —Z2 T A
Vi REBELE LT, PFAS34 BN DBEBRNSESN
FETCZRK 2 ITRLET, AT« TE— FTAEZETL.
PF-3,7-DMOA % FR< 27D PFAS [E[M-HI & L TR L E L
fzo PF-3,7-DMOA I£[M-HCOOT & L TigH L & Lz, TOF 8
EISAERIZRELIC K RIEL £ LTz, PFAS34 D DIERE
EOERBEIORAMEER 2 ITRLET,

ERESSIORAMEZ LR L& TA. 34 O DIENE
EEEE 3 ppm UATLRE (O I I A DPHEBIREYE %
BB O TOF BRIEEEHELTWELA) o Data-
dependent acquisition (DDA) E— R THOMZEITL. 34 A
DD MS/MS AT MVEBRLE Lic, U A—H 1A,
MS/MS AR b L ARFERE DE#R & LabSolutions™ =TS
A 7ZICERLE L,

(x1,000,000)

2. HRIKICEE NS PFAS DZ—45 v Mot
HFRIKD SE 5N T PFOA KU PFOS DBIERER (TIO)
ZE 3ITRLET, 7—2EUSIE MS XF+ B K0 DDA
BIETHTWE Lic, UV TIVET7 1L 2 U > 7iEE L e,
EEIFITOT. 50 BICEREREL CREETTVWE LI &
EHELOBERREROA 4 >V ERNA A ) Z MMIEF L.

DDA RIEZITUVE LTz,

FA VINTATA T VIER LT 34 O ENRITT
— 2R ETVE Lz, BEE LTz PFAS ORISR, BRE
2. MS/MS AT M bEigiZlc Lie<y F 71 A M EAE
B L. T+ 72 ) BRETVE Lic, #iRKICTEENS PFOA
DOMHFERZK 4 (TR LET, PFOA D MS/MS AXRY b
DIELIEIF 92 THY . ENEERZEIE 018 ppm TL Tz,

4.0
357
307
25]

2.0

0.0 25 5.0 7.5 10.0 125 15.0

17.5 20.0 225 250 27.5 30.0 325 min

2 BNIKZE AULNT 100 ng/mL TR L 2 PFAS 34 BB EARD TIC
Peak ID. RIFHFEL HHRES. BENESREFER 2SR

(x10,000,000)

{171C0O)
200

1.75
150

125

1.00]
0.75
0.50

0.25- J

0,00

3 LCMS-9030 ZBULTHERKD 51E 5N TIC
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Lo

AR N A A A A A A AR DA D) M AR
125 13.0 135 140 145 150 155 160 165 170 17.5 min

() XIC : m/z:412.9664 (neg)

i | (MSn)Library Search Results

Inten (x1,000)

8 168[0890
50
25 3689769
] 2189858
1 118992 413.2810
0‘0\\“\!\!‘!\\‘\‘\\\‘\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\
100 200 300 400 500 600 700 800 mi

(i) MS/MS A7 b b

Report View Compound Information  Spectrum  Help

() #wErO< NI 5L (m/z412.9664)

3. KX PFAS Ri53 Df#EMr 7 00—

Q-TOF @ DDA RIFE Tl&k. BEH] PFAS Bina R E Lz
— 7y MR Tl <. BBFICAREN PFAS B ODBIES K
UERIRD\RIBE T, T T TIESRAN PFAS R ORI 7 O —%
TmLET, —MEBIICKEN PFAS s DEEE B E Liz/ >
Z—1y Mol ALEMDBRN D TEWT EHSIEE
ICREETY 223, TDfes, EBEBRH SEHBILEER
ETDEC. BERE2IEHRE BT PFAS DIREE G D E—
IEIRRT B DFW—EBDOBEREEICKYAGT—r 70
—ERIICIBRTD2EHNEE T,

Mass defect filtering (MDF) % .

& WUdolF PFAS ITxf L Tl&. Mass defect filtering (MDF)
EICEKBRT )= HEMTY, MDF EIEE/ 71V
v BEEHNSBRBERELSIVHE (RAT1 717
B TR T ETOFETT. PFAS IZBES T Y
{LIRARBEDIEEEB T 5—H C. KE (1.0078Da) Tld7<
7 wi (189984Da) H C BHEIHEE L TWLBHEWDHED
BHAB) ET, DD, PFAS hEEDIYAT AT TV
EAEOSNET, TORBEEFAL T, RME—UH5
PFAS [RAEDE— 05 T 1 VR VT BT EDNTEET,
SEIRIER =R LT 34 Bl Cld. -14.7 mDa (FHEA, (-) m/z
376.9853)H"5-111.4mDa (11CI-PF30UdS, (-) m/2630.8886)
DIYATATTT MDELCBDT.RAT 1 7TV ~DEH
Z-10 mDa 55-120 mDa lczRE L& L1z,

RHENG TS
AV NAA D
R H

TI)VAFE v MS Mass Defect

B L UDDARIE Filteringi&

(i) MS/MS A7 kb

(i) =172 BEER
4 HWEAKITEEND PFOA DREITHR

(i) T4 7T VRRER (X7 :92)

BRI GZZ X F 1>

PFAS %= MS/MS AIE Lfcima. GFs (m/z118.9926)
GFr (m/z1689893) TR EDRFHINIZ T 5T A2 b A F 2B
ERENE T TOMDEDEED SBRHHBHNET ST A
M UDREENE T, FIAIE. ZVRE (SO:H) H5
SOy (m/z79.9574) DA A VHERENE T, £ee LD
Y3 IRIVF—=TMS/MS BIEZIT 21358 FSOs (m/z
98.9558) BEMENE Y, INSDIERICHENGZTT S
AV A F >V &IRIFEE LT DDA THUG LTz MS/MS A%
MILDS PFAS DR L5 E— VU ZRRT 5 ENTER
o LUEAEBEZ T, KEPFAS DAY ) ——_> 7 %K
507 —77A—la> CERBLE LT

4, HIFRKITETENDKE PFAS DfET

2=y bR ERCHIERKEY TV E LT, KA
PFAS B D/ > 2 =45y b otiEFVWE Lic, /> 2—7
v M DICIE B Lfe MDF BFBAWTHY . AT 7T
7~ DRHERE-10mDa H5-120mDa ICRRELE LTz, &5
ICTZTAY MAF Y GFsBRU GFDOBEEA PFAS DY)
WieiR s LE Lic, BREES SUBERTDOY 7 o7
I& LabSolutions Insight Explore™# FBLN, iR d BIEERE
BLUOBREZEITVE Lz, KH PFAS sl O 7 0—%K
6 ICRLEY, ZDFER, PFAS DS LTI A—H 1
A m/z38294179 & LE Lz, TDAF VER AT o
7T bH-582mDa TH Y MS/MSAIEDFERD S CFs,
GFOmAF > EBLTWVWRTELRRHYE LT, £l
RHEEZEITOTRER. by T w b LIRS CoF13S0H
ThY. ENEEREN+026 ppm TH DT EH SR
PFAS B DRI E LE Lize MS/MS BIEDAER. CoFs B &
U PFAS ORIHERART FSOrDMEH I Ncfzsd. #iFRKH
5185 N TR PFAS Biatd perfluorohexyl sulfinic acid %
LLIEZDERAETH S AmEEL BV EVDRERINESN
F LT

PFAS®D
HERRHERE

TBIERET

5 LCMS-9030 =L ek PFAS DAY ) —— 2 J B LU 70—
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x100,000)
4011:382.9418()
35

30
25
2.0]
1.5
1.0

i

00
100 105 110 115 120 125 130 135 140 145 150 155 min

() MS ZAF+ > (XIC: m/z382.9418)
Mass Defect : -58.2 mDa

Ret. Time : [14.409]

6824941 790

Event#: T MS(E-)

8.000e4
315.196447
60004
4000 45248.973165
S0 471311666
) 000e 383.944520
A0esy 605.046031 188873763
4l 727485596/ /899.956522
0.000e0- Lt ittt e L
200 300 400 500 600 700 800 900
[ ] Score Pred. m/z| Meas. m/z| Diff. (mDa)|Formula (M) )
5 5 v - 2 I N
H F7 I e e N e
2 T1.35 382941414 | 382941790 0.376 [CBHZN2 07 F6 S
3 67.711 382942557 | 382.941790 -0.767|CSH3N2 08 F7 S [M-H]- -2.0027
4 35.10 382940958 | 382.941790 0.832[C13H305F45Cl [M-H]- 21718
5 54.83 382941015 | 382.941790 0.775|CTH408F7 CI [M-H]- 2.0226
(i) MS AR MV EMBRHEERER (X277 1 97)
52/2 TOO2FS

(x10,000)

2:168.9885-168.9903(-) CE: 15.0-55.0 ]

1751 2:118.9920-118.9932(-) CE: 15.0-55.0

1.50]

1.25]

1.00

075

050

0.25] P . Jk

0.00 - ———

S B— E——

100 105 11.0 115 120 125 130 135 140 145 150 155 min

(i) DDA RIE (XIC: CF. GF,)

Event#: 2 MS/MS(E-)  Precursor: 382.9418 CE:15.0-55.0  Ret. Time : [14.417]

168.988655

F F

3000 ] %
F

2000 Py ForEe

F 318.979526
o 118992032

e
F—S$-0
82.960259

1 I
B L L

50 100 150 200 250 300 350 400 450

1000

(iv) MS/MS AT ML ET ST A b A F > DHEER

F FRFFF O

0

I F s.

- F OH
o FFFFFF

Fragmentation Data

m/z It Fomua Charge

mDa | ppm Depth Siucturels)

11 [ s | [masess 08 (1] 1 [ 2 ]

(v) perfluoro-hexyl sulfinic acid hNSBENIZT U AV M AV DTH A A2 b
6 R0 PFAS B DR

() MS 2+ H 585N XIC: m/z382.9417

(iv) MS/MS AR M ILET ST AT b A F 2 DIEET

WEESD

ERED DENCEEREMZE T 5 LCMS-9030 Z AL
TEHB KURA PFAS PR DRAT ) —Z2J A v R%EE
LUK LTz, PFAS34 D ODRFFRFEL MS AR L MS/MS
ARG MIVEBTBAVINTAZATZ 1) &R TEA
PFAS S DREIEZ1TVE Lize MDF EB KU PFAS FFED T
TUAY M A DIERERIC K PFAS B DFRKEUTE
EETVWE LI, SEEELIEAT -2V XY y FER
WL H#IFRKD S PFOA BKU PFOS ZAEH T 5 L [FIEFIC,
PFAS A7) Té % perfluorohexyl sulfinicacid — (CeF13SO-H) %
LLIZZzDfEgFERE L& LT,

(i) DDA HIED 51§ 5Nz GFs B LU GFdD XIC

(i) MS AT b JUERHEERESR
V) TITAYMAFYDTH AU AT B

<BEH>

1) Shoemaker, J. and Dan Tettenhorst. Method 537.1: Determination of
Selected Per- and Polyfluorinated Alkyl Substances in Drinking Water
by Solid Phase Extraction and Liquid Chromatography/Tandem Mass
Spectrometry (LC/MS/MS). U.S. Environmental Protection Agency,
Office of Research and Development, National Center for Environmental
Assessment, Washington, DC, 2018.

2) EPA Researchers Use Innovative Approach to Find PFAS in the
Environment,
https://www.epa.gov/sciencematters/epa-researchers-use-
innovative-approach-find-pfas-environment (Accessed 21 April 2019)

3) Y. Liu etal, High-resolution mass spectrometry (HRMS) methods for
non target discovery and characterization of poly and per-fluoroalkyl
substances (PFASs) in environmental and human samples, Trends in
Analytical Chemistry, https://doi.org/10.1016/j.trac.2019.02.021

AFglE. SHIMADZU (Asia Pacific) Pte. Ltd &KW RITENTENA (AD-200A) T9,

LCMS. Shim-pack. LabSolutions. 54T LabSolutions Insight Explore (&, #Eatt BREEFFIOHAS LU ZDMOEICHITZHEIETT,
ZDfth, AXPICEHFHIN TV HRHMAB LURRLIE. SHOFIES K UBREIETT,
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LC-MS

Application
News

No. C224

NILIAAF T 2 X)VRVEE (PFOS) HRUNILT)L
FOF 72> (PFOA) (BT vRILEHO—ET. RE
FRTHREINICS < HRICERELYPT L &SN TWL
%9, PFOS I&. 2009 FiC [TRBHEERERYBEICRET 5 R
by ORIVLEK ) WEEB (BIR) (SEMEH SN, Rk -
A - MEADFERINTNET, Ffe. PFOA I&. 2019 &£
IR NIZ R b v V7RIV LSRR 9 B ESEICH LT
IEEA (BEE) |ITBINEN. REDRSRERERIET ST &
NREESNE LTz

B2 5F 3 BOREFEREEFHERICERREN GEEK
0330 FE15~F45) LY, SF2FE4 8K PFOS H
KU PFOA IZDWT., Bi&TTEEN SKEEIEEZREEEN
MBDFHEBEIND ELEIT. TNS2HMEDEDMELT
0.00005 mg/L (50 ng/L) HEiZES LTEDSNE Lz

ShollE. KEEEFIZRTEEEORE AL (BIZ31) &
DEL 1000 fZEHE Lok ks O M D T7BEED
5t LCMS™-8050 Tt LTeiERE TN LE T,

K. Kawakami

W AL

KNEEEBFEREREORATE (BIR31) Tld AGEXK
SHOFIEE UTRKICREMRENE (°Ce-PFOS 5LT
BCe-PFOA) 7%Z 10ng/L ITE B K SAME. 17 2 3E
BHZ LBV EREMEETVE T BHEAZ LS DR
HikEERARICEVBBLIEE. A2/ —ILTERLT
LO/MS/MS IZ&K Wt L& 95

TCAGEKDFHLEY O—MZER L& LT,

EKS%(

aA>57433=>4
EAEHSL | O1%FVEZFAK R/ 4mL
(Bt %) | X9/)- 4mL =& 5 mUmin
FBRIK 4 mL
b ALK 4 mL
BH
P Z2R/\-2
e
E

PIRPIRAEMIET AN
(f&EE 10 ng/L)

EHENSLEN, BRI
TaESSE TR

0.1%T>EZT K- A8)-) 5mL
XEENSTLZRICLUTELSES

= A9 )= TO0.5 mLICER
(1000f5#24E)

o)

T KEKOFETA—X

)7 IVEEBEILC/MS/MSZR LN oKE KR D
NIV2IbAQ#A 72> XIVRVEE (PFOS) KU
NIV71vAOA 7 28 (PFOA) D9tk

W PFOSH KUPFOAOMRMZ O 5 L
CEBEERRDAE)

21 PFOS 3£ T PFOA & 1ng/L. 5ng/L (1000 {2
BEY) ZaGREAIEEARER 1 DRERHFICEVREL
TESNFE MRM 70O% 95 LERLE Lz, BiEE

(50 ng/L) @ 1/10 U FOREICH VT H DRI ETAE
ThBHTEPHATEE LT,

Q49895>79.95 ()

80e3 |
6.0e3 |
4083 |

20e3 7

0.0e0

934e3  Q413.05>168.95 () 647e3

6.0e3 |
40e3 |

20e3 -

0.0e0 |

T
13 14

PFOS (1 pg/L)

Q49895>79.95 (-)
40e4 ]
3.0e4 ;
20e4 7

1.0e4

R
13 14

PFOS (5 pug/L)

I e A e e e L
15 16 10 " 12 13

T
15 16 10

PFOA (1 ug/L)

4294  Q413.05>168.95 () 2.84e4

20e4 |

1.0e4

0.0e0 | y
—_— —
1 12 13

PFOA (5 ug/L)

2 PFOS KU PFOA (REFEAR DMRM 7O NI S L

=1 AERM

Column

Mobile phase A
Mobile phase B
Time Program

Flow rate

Column Temp.
Injection volume
Prove Voltage

DL Temp.

Block Heater Temp.
Interface Temp.
Nebulizing Gas Flow
Drying Gas Flow
Heating Gas Flow
MRM Transition

Vial

. Shim-pack™ GIST C18-AQ HP
(150 mm>2.1 mm 1D, 3 um
P/N 1 227-30765-04)
2 10 mmol/L ErEE 7 > Z 7 LKAR
7N NUIL
: Bconc. 25 % (0-1 min) — 100 % (26-30 min)
-25% (30.01 - 33.5 min)
;0.2 mL/min
. 40°C
: 5L
1 kV (ESI-Negative)
;200 °C
;300 °C
: 300 °C
: 3 L/min
: 5L/min
2 15 /min
. PFOS  m/z498.95>79.95 (-)
PFOA  m/z413.05>168.95 (-)
3Ce-PFOS (MEBIRZEE) m/2506.90>80.00 (-)
3Ce-PFOA (FRERIZAE) m/z420.90>375.85 (-)
2 1.0mL 74 ARNAT )L
(P/N : 228-31600-91)
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B PFOS 5 KU PFOA DIRESR
ESIEAERBRDAIRE)
[ 3 12 PFOS K0 PFOA 1~20ug/L (5 &) 122W\T&
BESHEICBITANEIEEEICLSHEEFERLE LT
BEEE (R) 14, PFOS $LTPFOA &%, R2>0999 &
T BREBFICBVWTRIFGEBEFRENER I NE LI,

fizisiae

1PFOS
22 7y =1.089727x + 001082220
{R?=09994632 R=09997316

PFOSIRE R

EfEtt

0.7 ] PFOA
1y =03389248x + 0.002826876
{R?=09996150 R=0.9998075

06
osé
oaé
ozé

01

e
00 05 10 15 20
L

PFOARREAR
3 PFOS BKU PFOA (BEIFERR) DREIR

W KEKDGHR
AGEA (IR &R TRIMERERETVF L,

T R2ICEBRREDDOECRLE LT, NS
FERD 5 PFOS DEIUNED 104 %. PFOA DEIUNED 79 %.
5 [Elfg YR LEBIRME CRE%RSD) DEL 5 U TNEBZD T L
DEEERENE LTz, o AGEARAIERD Y bO—) etk
DEEE 80~120 %DEFEN T LT,

(x10,000)
- [EE
2.00*:
175-
1,50~
125=
1.00-
0.75=
050~ N Tap water
: P spiked (5 ng/L)
0.25=
1 o~~~/ TopWater
0.00]
I L A B
140 15.0 16.0 min
PFOS
(x10,000)
2009 e
1.757
1.50
1257
1.00]
0.75
O'SOE Tap water
0.257 spiked (5 ng/L)
1 Tap Water
0.00
N — T —
100 110 120 min
PFOA
4 IRGEKS SUMEATRIEHOE MRM 2 0% 55 Ly

WEESD

M EDHERLS. LCMS-8050 Z AW TKEEEEIFRE
IHE PFOS/PFOA (B1R31) ITKAFEICL Y. KEKERE
BFEDHLEA A RSV amlc L BER eI aEE

K LTeriGEIKIC PFOS B KT PFOA DGEED 5ng/L 17 TEPREEENE LT,
BHEOBMUTKENAIERZRAE L K1 ITRLE7O
—ICE> TR ETTOE LTz,
4| TKEKB L U7KENANENZZNZ AL, 1§
S5NiEEMRM 70X 7S LERLE LT,
£ 2 KEKANNEGERIER
"o 7KIEIK AINEIUYER JEFZE%RSD d> ba—)LaEs (EE)
7 EEEE (hg/) (N=5) (N=5) (5 ug/L)
PFOS N.D. 104 % 1.2% 101 %
PFOA 1.03 79% 34% 99 %

¥ KEKICBIFDESEICOVTUE, DITEFICERE LIERKIc K2 BHREREEB L TVEY,

LCMS B KU Shim-pack l&. #HAAH ERBEEFDOBAS LUZ DMOEICHIT 2BEIECT,

WRRFAT 1 202047 B
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LC/MS

Application
News

No.C100

ELADA FREZEZBRESSORERRERF & L THR
PCLLFEREINTVET, GRELAQA FIZKITEAEITIC
KL EBIERELPTWVWHEZH>THEY, HF, BXit
PHHEICHIF 5 LEPEBENDEBIEE TN TVET,
ELXO4 FiE, £ bN\DFEEFDEVEETNTVEEDD,
BROKEEPNEIBO TRVEREETRI I ENL, FRER
NDEENBRIEINTEY, tESLUEERICEIFHEL
AOA FREEZRED DOBREICANE CESFENBEL

WIREEARD MRM BIE S K UREIRDIERL

MRM Analysis of Standards and Calibration Curves

Liquid Chromatography Mass Spectrometry

MU ZIVEEEE LCG/MS/MS ZRB W e LiE
BLUEEROELAOA FREFEDEE

Quantitative Analysis of Pyrethroids in Soil and Sediment Using Triple Quadrupole LC/MS/MS [LCMS-8050]

ThTVET,

ELAOA FREREE, BENMENT EHLS, GCELTU
GC/MS TRIEENZ T EN—MHUTIN, KFURBLWVEX
D—FDMIHETESHEFERELT, AT TUT—2 3
Y Za1—XTlE, LUMS/MS ZRWELZAOA FREED
—FDHAE BN LET, SEORETE, 14MH0L
LXOA RREBEICOWC, Iy QA F YR TL—AF
At (ES) EDIE - B4 AV E— FTAEEITVE LT,

Y. Fujito

Table 1 ELROARREZED MRM bZ2 I3 370 BRURERIER
1500000 3 MRM Transitions and Calibration Curves of Pyrethroids
14000003 wame mw JUPTY— TOEsL RESEE )
13000003 o (mf2) (g/L)
1200000 Pyrethrin-1  + 32920 16110 05 - 500 09996
] Pyrethrin-I  + 37320 16120 05 - 500 09997
11000003 o thrin-r Fenpropathrin + 36720 12520 002 - 100 0.9993
1000000 7 ) Cycloprothrin -+  498.90 18110 05 - 100 09991
900000 4 Pyrethrin-I - I Deltamethrin  + 52280 28090 005 - 100 09992
800000 3 f‘i”ggpi’é?g':n Esfenvalerate + 43710 16730 05 - 100 09990
700000_; ydeIthethrin Cypermethrin = + 433.10 191.10 0.05 - 100  0.9986
E Cyfluthrin + 45090 19100 05 - 100 09976
600000 4 esfenvalerate ' Ethofenprox  + 39420 17730 001 - 100 09993
500000 cypermethrin i — trans-Permethrin + 40810 18330 002 - 100 0.999
400000 3 cyfluthrin = cisPermethrin + 40810 18330 002 - 100 09994
300000 ] ethofenprox T Cyhalothrin ~ + 46710 22510 0.1 - 100 09993
; permethrin Hill Bifenthrin + 44000 18120 002 - 100 09995
200000 4 cyhalothrin T Acrinathrin - 54010 37220 01 - 100 09994
1000003 bifenthrin Silafluofen + 42620 28710 001 - 100 09999
0 E acrinathrin __b—L
3 silafluofen
7.0 8?0 9.IO 16.0 I min
Fig.1 ECLAOA RREEDC— /A
MRM Chromatograms of Pyrethroids
125 (X 1,000) 7(><1,OOO) (% 1,000) (><1,000)
] 1753 cis- 555 2,50
100 150 2003 227
] fenpropathrin 1 trans- permethrin 753 bifenthrin 297 silafluofen
075 002ppb 12573 002ppb 002ppb  °7 001 ppb
/9] ] : 1.504
] 1007 1259 1253
0.504 0.75 1.007 1004
] 0503 0753 0754
025 0.50% 0504
1 0.25 0.251 025 3
0,00 0,004 0.00 0,001
U o ido 95 100 105 100 105 110

Fig.2 REXNEFEELRAOA FDOESFRIENAD MRM 7O b 51
MRM Chromatograms Around LOQs of Typical Pyrethroids
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W QuEChERS il & 2 11ES K UEBE OFIE

[ Step 1: 7 Rk UjLABE

Step2: 7 —>T w7
Sample Preparation for Soil and Sediment Using QUEChERS Method tH5g/EHI0g% 3T %6 mL dSPE tube i Y
TEOFEICIE, BEBEMEESNBEVSNETH, B 50mLF 1—TIcHE + 900 mg MgsO+
fERIERICERTDY, FRLBEINDYET, 2T TE oma o
TIUS—Ya YT, RRROBREESHICALSO [ A&Esminzcecpes | 2™
T BESEIEE TH B QUEChERS (Quick, Easy, Cheap, _ . A
Effective, Rugged, Safe) E#IGBL, TEELUERET Y [7et=turziommzs | | F T min. ke S l
T ORMEEFOE Lz, Fig. 310, TESLUEEDH — ¥
MEB7O R VERLET. e FRAS | [ moemsmn |
1YY TIEB Y, T bbb Es =Ty “1gNaCl N
TREGDET, 015 HTRFERT T BCENTEET, oyt e eyt | ez |
sesquihydrate ‘
.%#)7/[4:?5”’%@1&$ l S [ TAILR—218B ]
. E¢1 min, &S |
Recoveries from Real world Samples .
TESKXUEBICDWVT, QUEChERS AL K B RILEDH [ smoomsmin. gawr) | [ LO/MS/MSEF ]
FIFRIC10 ppb I(LEB KD ICREBABERAREZTNT *1 . Q-sep QUEChERS Extraction Salts (RESTEK)

nAL, B

HBRETOE LTc, iR%Z Fig. 41cmL&ET,
TE-EBEEVWThOT > FILIcBWTE, 70-120 % DREF
GEINEEZRLE L.

. *2:Q-sep QUEChERS dSPE Tubes (RESTEK)

/

Fig.3 QUuEChERSEICL 2RI O

Procedure of Sample Preparation Using QUEChERS Method

Recovery (%)

W STDs #70
W STDs /7N

Fig.4 TEHSIUEBFOELAOA RRERDLEUNR

Recoveries from Soil and Sediment

Table2 Dtz
Analytical Conditions

Column
Mobile Phase A

: Phenomenex Kinetex 2.6 um PFP 100A (100 mm X 2.1 mm I.D.)
:5mM Ammonium Acetate - Water

Mobile Phase B :Methanol

Time Program :40 %B (0 min) = 100 %8B (10 - 12 min) = 40 %8B (12.01 - 15 min)
Flow Rate :0.2 mL/min.

Injection Volume 21l

Oven Temperature :40°C

lonization Mode : ESI (Positive / Negative)
Probe Voltage 1 +4.0kV/-3.0kV
Neburizing Gas Flow :3.0 L/min.

Drying Gas Flow :15.0 L/min.

Heating Gas Flow :15.0 L/min.

Interface Temperature 1100 °C

DL Temperature 1100 °C

Block Heater Temperature 1400 °C

RRFAT - 20144E108
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NQL503

REBLTERICBIT2BEOEBMHTMIE, BEORLMET
MOEELIBEE CH Y, TEFDEREDITIEEEDIIHAFME
PEEGRICPVWTIHRICEETY, TEPOREEDT
5, 2 DHE, K- BRHBHECLE > TEEOHEBEZITL
£IH, HMHICZDREYEE, BXHIRETHY, &R
AFVEFEDA TV EMBEDREACK D2DMIEIROERY,
HIBRICBWTHE LB PREARSFICL DT RD
PEEHBBICEZBEEHYET,

BESREZBRRREZMEAERE S L TERT 58EAR
&4t (Supercritical Fluid Extraction: SFE) &, SR+
DR & SILEE, RN H DA THHMERAR W
fe&, REETOMEBANTEETHY, KR ROBHAEIC
SBHHMBITEN, FHRTZ2ERBEEN DL, BEICEL
WA T,

T T T, Nexera UC SFE IAMEY X 7 L% TEHPDKE
EEMBITSALELESAECBNLET,

T. Hattori

754 SFE VAT L

Off-line SFE System

Fig. 11T Nexera UC SFE FTHLIES R 7 LDEMEREBZ R L
£, TN ERTCALIBERBZSFEI - Y MMty
bL, BN 40 CIGETAHETRALET, (Fig. TA) 1@
HRSRANZBEFRE B RE Tl LIcglE, BRI
DY, BNICEMMOZHE LET, (Fig. 1B) F#p9imtE,
HiH AR & BER TR B R E TR LIED S B ICH
HLET, (Fig. 10EmEME NSy THSLICES>T AT Y
TLfck, BHBRZSGALRETI SV a3y ALy 42—
ICCEIRLEY, (Fig.1D)

Y7 IVERR

Sample Preparation

TEAPDERBREEDHTOFINETIE, 2{DBE, KK
HMEHLSBWLWSNTWVWEY, LALEAS, HBEEPHEL
WEDHIRL DB, R)V—Tv FHMELS, 1 BITHIET
EBUVTIVBOARONE T, Fro, mbd 2%, EHRAE
EEATAHLELDHY, RE - X MOBIHLHE, KK
HHICRDZMEENROENE T,

—hH T, KYVRATLTIH, Fig.2liRLELfe& Dlc T
19 &EBKEI N g BEEDYE, HMERFICEDLIRED
HCTT. ZD&, DMICBITHEEENALL, REAH
EARB T AT THEC, FILBIRICEIT 5 AR I AD[E
BHCEDIEMNVET, Fe, EROS VI FI VI v—%fF
BY5ILET, ®RA A8 REDEFHEDEIEET T,

* “Miyazaki Hydro-Protect” 5555 3645552 5

BERAREIOTNIS T4 —

Supercritical Fluid Extraction / Chromatography

Nexera UC SFE gjflIB</ X 7 LD
TIiERRE EEREANDICE

Application of Nexera UC SFE System to Extraction of Pesticide Residue in Soils
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Fig.1 SFE 3D
Flow of SFE Extraction
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Fig.2 >/ #A%
Sample Preparation

D

index




TIEFHREREDME - D

T 1 g EFOKEI 1 g BIBS

Extraction and Analysis of Pesticide Residue in Soils | — Z _ |
R § WA EEURTRES 200 nofg EBESE | MBI 0D |
AL, Table 1 DEAFTSFEERMLE Lic, B5NTcH | SFE it - HiRE BN |
Hik%E, 2BH2mLEBDESITEMRTART v T L, | mﬁﬁ%z&ijz7vj |
Table 1 D& HET LC-MS/MS lIc &KW D4 LE LT, Table 2 25
CEERSHOOBRES LOBNEERLET, BINX | LC-MS/MS 537 |
i, REERNLITED S OMERE REE RN LTV Fig.3 SIMEASHETORN
WA S DR IC R EE SR L i R E D LB Flow of from the Preparation to Analysis

DE—VEBNLROE Lfce RVAT LI, 18E8HY
K30 D THETETHY, WROK - BIH L LEERL, &7
SLEOBEN - AEREICEVTEBNTVWETY, &t RY
SEWAEEBLHIRTE, BiE - QX MDOBEILSLENT

HETY,
Table 1 3 - D5t
Extraction and Analytical Conditions
[SFE] Nexera UC SFE System [LC] Nexera X2 System
Solvent . A) Supercritical fluid of CO2 Column . Shim-pack UC-RP (150 mm L. x 2.1 mm I.D., 3 ym)
B) Methanol Mobile Phase : A) 10 mM Ammonium formate

Flow Rate : 5 mL/min B) 10 mM Ammonium formate in methanol
Extraction . 4 min (Static mode — Dynamic mode) Time Program :B.Conc. 0 % (0 min) = 100 % (14-17 min) —
Extraction 140 °C 0 % (17.1-20 min)
Vessel Temp. Flow Rate 0.4 mL/min
BPR Pressure  : 15 MPa Column Temp. 140 °C
Trap Column  : Shim-pack VP-ODS (50 mm L. x 4.6 mm I.D., 5 pm) Injection Volume ~ :3 pL
Column 140 °C
Oven Temp. [MS] LCMS-8060 (MRM mode)
Elution Solvent : Acetone/Hexane = 50/50 (2 mL/min, 2 min) lonization . ESI (positive or negative)

DL Temp. 1200 °C

Block Heater Temp. : 400 °C

Interface Temp. 1300 °C

Nebulizing Gas Flow : 2 L/min
Drying Gas Flow 10 L/min
Heating Gas Flow  : 10 L/min

Table2 BRMBIUEINE
Repeatability and Recovery

Repeatability

0,

- Compounds (%RSD, n=6) Recovery (%)
oo Alachlor 1.9 87.0
. Atrazine 13 758
e 4’& Diflufenican 12 86.2
w] E iproni . :
E [ Fipronil 15 80.6
- g I Flumioxazin 38 70.1
s j\ \ Fluxapyroxad 2.2 729
] 2 Iy Pyraclostrobin 1.8 73.3
1 Trifloxystrobin 15 87.7

Fig.4 BERINLTEHLSOMERD MRM 7O b TS
MRM Chromatogram of a Extraction of Soil Spiked Pesticides
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LC/MS

Application
News

0.C187

T, BOZEPREDEENZ (Y EiFonsmh 4F
ICRBAR NG RDZ2EICEEEINET > TVET,
FHT EU AR OICHREE CHMERRTPICH T 2EEMED
BHEIPREI DM TN TWET, £z, OEKO-TEX®STANDARD
100 &Vl R & LIz RR— DR EEAE DML
E - T AT LORABPE A —H—TOBEERH DR
L. MR RIROEEYEICT T BRFIIE L E>TVE
ER

TNSBEEYPEDO—DITIVFIL T /=L b FT L
— i (APEO) HB W E T, CNIIFREEESRE L TEDNS
EEMED—RETHY . TOAR¥E/ )V 7/ — VT +F
Y L—hk (NPEO) RLOHTWVET, TNERDRLTEL
5/ )7/ —)U (NP) [ BELE S LTSN T

BVEMP\OEZENBIEENTUVOE T BT NPEO 1& REACH
HENTHBNTCZDERIFREINTNET,

TLC/MS/MS ANy RNy r — DBl B =Y E | ¢
IE ERBDL O LEENEERE T HEEEDOTAY v K
ERELTVET, TTTE ZNE5DOAY Y REFERL
NPEO &A o F)IVT7 /=T b+ L—F (OPEO) D
E. NP EATFIVT /=)L (OP) DRIEEITDTAER]
DVWCTIBNLET,

T.Tanigawa, N. Asano, Lee, Jun Xiang,
Chew, Yin Ling, Xing, Jie, Zhan, Zhaogi

M APEO DRIESE

EREAVY RN T —IICEENTWBDITAY v RIC
THEERELE Lz, K1 IcZNZFNOLEMDEE%E R
LELfce 7NFN/ V7 /—IVEELEF I FIVLT
T/ IENRIAFVIF L EEEE LEBEa s
i‘s& ZDes. RIITRT KOGEERETEHT BT &IC

BUET, EEFTNTINEEE TS ETEBLET, £
tALﬂbQTUﬁ YA FNNET >V E'EZ T LA F AT
& (IM+NH4TY) HNEIRENE T,

T2 ICAIESMHZ TR LUE Lz, HPLC £414 1S0-18254 (C
RENTWVWBEHICA > TWEY, —H T MS &AL
7V EBAE ENETHICE DT TERBEL LIcREIck
S2TWVWET,

a) :NPEO

W@ e

b) : OPEO >m<©/O]‘MO}H

1 BBMmOiEE

IV /— IV FFL—F
(APEO) XU 7IbxIV7x/—IU (AP)
DLC/MS/MSHIE

%1 MRM transition

compounds | n | Molecular formula Prec(t;}r?s/%rlon Pro(dn%%'on
3 | C15H240(C2H40)3 3703 227.10
4 | C15H240(C2H40)4 4143 271.15
5 | C15H240(C2H40)5 4583 44135
6 | C15H240(C2H40)6 5024 485.30
7 | C15H240(C2H40)7 546.4 529.35
8 | C15H240(C2H40)8 5904 57335
9 | C15H240(C2H40)9 634.5 133.10
NPEO 10 | C15H240(C2H40)10 6785 133.00
11 | C15H240(C2H40)11 722.5 133.05
12 | C15H240(C2H40)12 766.5 133.00
13 | C15H240(C2H40)13 810.6 133.05
14 | C15H240(C2H40)14 854.6 133.00
15 | C15H240(C2H40)15 898.6 133.05
16 | C15H240(C2H40)16 942.6 132.80
17 | C15H240(C2H40)17 986.7 89.00
3 | C14H220(C2H40)3 356.3 226.70
4 | C14H220(C2H40)4 400.3 271.10
5 | C14H220(C2H40)5 4443 427.30
6 | C14H220(C2H40)6 4884 471.30
7 | C14H220(C2H40)7 5324 515.40
8 | C14H220(C2H40)8 5764 559.30
OPEO 9 | C14H220(C2H40)9 6204 133.05
10 | C14H220(C2H40)10 664.5 133.10
11| C14H220(C2H40)11 708.5 133.05
12 | C14H220(C2H40)12 7525 133.00
13 | C14H220(C2H40)13 796.5 133.05
14 | C14H220(C2H40) 14 840.6 133.05
15 | C14H220(C2H40)15 884.6 89.05
16 | C14H220(C2H40)16 928.6 13295
x2 AERMF

LC conditions
Column

Mobile phase A
Mobile phase B
Time program

Flow rate
Column temp.
Injection volume

. Shim-pack™ FC ODS
(75mmL.X20mm 1D, 3 um)
- 10 MM Ammonium Acetate - water (pH 3.6)
. Acetonitrile
: 709%B (0.0 mins to 1.0 mins) —
95 %B (1.01 min to 5.00 min) —
709%B (5.01 min to 7.00 min)
. 0.25 mL/min
1 40°C
: 5 uL

MS conditions (LCMS™-8045)

lonization

Nebulizing gas flow
Drying gas flow
Heating gas flow
Interface temperature
DL Temperature
Block Temperature

. ESI (Positive)
: 20L/min

: 100 L/min

: 100 L/min

1 300°C

1 250°C
400 °C
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W APEO DIFERER

212 NPEO (n=3~16) . OPEO (n=3~15) . ThZho

MRM A% b7 S LR LE LTc, el B3 ICREIFE
RETRLE Lfc, TTITRENTWVS K DI RFGERIED
/"onE Ll

NPEO OPEO
TIC (n=3-17) TIC (n=3-16)
r2=0.999 r2=0.998
110 100 ng/mL 110 100 ng/mL
000000
a0000¢ o
20000000
1000000 o
ELT A T T AT Y MM T A NN E AT A DR T R R T T I ARAT A AT I ANRTAY
X3 *ﬁi‘f»?‘f*%

W AP DRIEAE

TIVEILTZ T/ =)V (AP) & BHAD APEO DRHTEAFIC
T—EBPMERELIZGE. BREHE L R TBERLD
Bl BIERERIEHRE L AEETOMNENSH U XTI,
E£I3ITMRM + IV 3 VIERERLET, IN5DR—
T M F TSR TA b AEDF (M-HD) DNERENE T,
Fle. RAITAESREETLE T, APEO D LC &t & T
%t%@ﬁA@%%wﬁbiﬁb DD T LZ 3HET B
BRI, BRICBDREARET 5 EHARETT,

%3 MRM transition

Name Abbreviation A?grlﬁ]c&l?r Prec(%s/%r on Pro(d/;;zt;on
Nonylphenol NP C15H240 219.2 133.10
4-n-Nonylphenol 4-n-NP  |C15H240 219.2 105.95
4-n-Octylphenol 4-n-OP  |C14H220 205.2 106.00
4-tert-Octylphenol 4-t-OP  |C14H220 205.2 133.05

x4 AESRM

LC conditions
Column : Shim-pack FC ODS
(75 mmL.xX20mm 1D, 3 um)
Mobile phase A . Water
Mobile phase B : Acetonitrile
Time program : 50 %B (0.0 mins to 0.50 mins) —
95 %8B (7.00 min to 9.00 min) —
509%B (9.01 min to 11.00 min)

Flow rate 2 04 mL/min
Column temp. 2 40°C
Injection volume 10 ul

MS conditions (LCMS-8045)
lonization . ESI (Positive)

Nebulizing gas flow  : 2.0 L/min
Drying gas flow 2 10.0 L/min
Heating gas flow : 10.0 L/min

Interface temperature : 300 °C
DL Temperature 0 250°C
Block Temperature :400°C

W AP DBIFERER
K4lcznZNOMRM 7O b S L&mRLE L, &
foo RS IcRERERERLE L, CTITRENTWASEK
DILRFRERMENMSONE LT

NP 4-n-OP
4-n-NP

4-t-NP

4 FEERRDO MRM 7 0O< M5 L (20 ng/mL)

5500000° e
5000000 NP 250000 4-n-NP
4500000 219.2>133.1 2500001 219.2 > 105.95
o] 1220998 oo 12=0.998
sso0000] 1 10 100 ng/mL so0or] 110 100 ng/mL
3000000 15000007
2500000 12500004
2000000 10000007
1500000° 750000
1000000 500000°
500000 250000°
T % % B % % %% % Gon T % % H % & %% % Conc

ea e
Z500Y - 4-n-OP 2000000]  4-t-OP
SO0 905.2 > 106.00 o] 205.2>133.05
2s000]  19-0.994 12=0.998
2000008 7 6,100 ng/mlL 1500001 1t0 100 ng/mL
1750000 125000
1500000°
1250000° 100000
1000000 750000
750000 500000
500000
250000 250000

% % B % % % %% Conc W% W H % &% %% % Conc

5 RBRER

L EY)

2 TEFED APEO & 4 185ED AP (DT LCMS-8045 = A
WCRERSREREZENT 2T EHHRTEE L.
SOFRMETNT THL TLOMS/MS Xy RNy r— D
HEREPEEME CIIHMRBTORA TEENEZ R

T HDIHIBEDODITA Y v FERELTVET,
SEXH
J. X Lee, J. Xing, S. H. Chia and Z. Zhan, ASMS 2018, Poster Session WP 779.

Shim-pack B &T LCMS (£, ettt BREERRO BARUZ DfDE
[CBITEEETT,

OEKO-TEX &, OTl-Institut fur Okologie, Technik und Innovation GmbH @
EREIECY,

TH. AXAITIETM, @R — 7 ZBFEE L TWEWEELN D W T,

WRRFAT 120192 A
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LC/MS

Application
News

No. C220

Y TIVINA T ILADA F R T7EHEFMIC
KBB@PITIRY—bF « JIVRIZ—F -
AMPA O# LWVEERhE

WECoIT

TVRY = b ETIVRY Z— MERERE L TR E
FIEMITLBRENTVWARETY, JURT— A 1E
MOBERE. FIOCBRICARIRGET =/ BRRIBRMADES AR
ZHRELET,

2015 FICHEHFRE#E (WHO) & 7 U RY—bEAIC
WL TRDPAEDRENDDHDMEICHTRTHEHRELEL

%1
o o

TVFRY— b JIVRY =B KCT U RY— bORE
PCTH S AMPA I, WITNLEEEDLEN TH S R
BHRPRERATOEZZ Y JIIBZTIEH Y A RE
FMOC D& S BB BEAIC L2 DINBITONTOETHL
FEECDTIEDMEM T, TDIOHFEMREETIC, HA
F VSRR EER Y O F 757« (HILIO) « 241

WIS T7A MR SV IRE—RDOASLERBNT.

BRADT ) KT — hPEREREE LUMS/MS TE#ED
I 2HELZRESNTVET, LH L. WINDFZE
ICERBONERENTOVET ",

KR TlE T TIVINA T IUANDA F R EETNIC K
Y. WERE CODEES EEXTEEICT 2HT LWLVOITAICD
WCHRREE1TWE LTz,

TERDA F RTETIE. BERICERED A A N7 5,
BEMNMIT DD, A A MEFFEEY LOUMS/MS 2 X7 LD
BRICEBZEREETHARONEY . EBA Y TF 2 RBEH
WRXBCELBYET,

SEMBN T 23 LW AE TR A A RIS ER
LEITHN FRNA T IVTDIARING Blcsd. A F X7
EOEBREIXDVEICNZIONE T, 14 U\ T AERE RN
ISR L ERBRETY ) R — b JIVERY Z— b AMPA
HEBEED LIEBHZE TBALET,

D. Toinon

* 1 http//www.fao.org/fileadmin/templates/agphome/documents/Pes
ts_Pesticides/Specs/Glyphosate_2016_02_10.pdf

*2 https://www.eurl-pesticides.eu/userfiles/file/EurlSRM/meth_QuPPe_
PO_V11(1).pdf
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W AE

BREDTURY— b, JIVERYZ— b AMPA &/\A 7
JWCA A RTEEERNLTH LE L,

TDOHEICK D WRERMG CRFEARRE Db LUREL
BBHTENTEF LS,

SEE. INSDEDH. RET 50 ug/kg LUF. fin<
FUOR (UNZE. K KZE) TIE100 ug/kg LFTCOEED
AIRE Ch O FHEZEITLE LTz,

BIEMES X, BRAMEFRR.  UHPLCNexera™ X2 & M1
JUIUEBAVE 05T LCMS™-8060 AR LE Lz, &
KISEZZU > (MRM) ZBW e A7+« 7E— R THE
L HPLC B KUBEEDMETODEAEIEER 1 ITRLE L,

E QIS

HPLC &%

Column : Shim-pack Scepter™ Phenyl-120
(100 mm x 2.1 mm LD, 3 um)

Mobile phase A . Water

Mobile phase B . Acetonitrile

Flow rate : 04 mL/min

Column temp. : 50°C

Injection volume s 5uL

Gradient (min) : 0%B (0.0-0.2 min) - 100 %B (3.1-4.0 min) -

09%B (4.1-7.0 min)

MS 4%
System . LCMS-8060
Interface . Electrospray (ESI)
Neb gas : 3L/min
Drying gas : 5L/min
Heating gas : 15L/min
Desolvation line 1 300°C
Heat block : 500°C
Interface : 350°C
ap : 325kPa
Interface Voltage o -5kv
MRM transition . Glyphosate 167.9>62.9
167.9>789
AMPA 110.0>62.9
110.0>78.8
Glufosinate  179.9>63.0
179.9>85.0

RERER

BERMERICIE. RO TR — M ETIVRY 2— &
AMPA DEEIZ#EATR & Diamylammonium acetate (DAAA)
AmREERLE Lz

1) R — k&S 20 ug/mL DESIBHERKIZ. BT 7
A JV AR (KR BA) . DAAA BRIFERRILAT
48 (R, BA) D 0.5mol/L #akaEERLE Lz,
DAAA ARIE. 7 FZMUILT 10 BHERL T, RIEERE
50 mmol/L ICFAE L% LTz,

BAIRERMRA 1000, 100, 10ng/mL ACERICTZ D KD
ICHEB LTzDB, A2/ —)VTHEIRLT. 04 1. 2. 4. 10,
20, 100, 200 ng/mLIC/EA KD ICHABMLE Lz, TNH5D
IBHERTRIEZ. BIREFUARIC 50 mmol/L DAAA FATRZE R
TEHRLTARLE L,

R DRIAIE

PITERICIE. NEM. K. KE. #DAD 4 TBORRE
BAUVE Lz, cnsoaiiid. K1 IIORLIEIMEEZ TV E
Lico A2/ —IVMEDDBICA 4 RTHERTHERLE L
feo KENEH. AEITIE 100 ug/kg. I+ AL 50 pg/kg
EIBLOZEARRE AN LTt & LE Uiz, S50
TIEAERMINTC 3 B, FERM% 1 2 L& Lz,

N ]
10g+06mL
NaOH 5M

™ K

SHEREANN T NERY. K KZE 100 pg/kas
#HH A 50 ug/kg

v
0mLA% /= |

v

| fRESWTEIRES TS 15 min |
v

| B 13000g. -5°C. 15 min |
v

| A5/ —LTIEER GbADdH) |
v

| 50 mmol/L DAAA AR C2{ERTR |

T ERETILE
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WEREER

BREGET—4
IEESRDOAICEVESNe MRM 70X S L%K 2
ITRLE Lic, NATIVEA A RTEABE RN 5 & T
TIZIVAT LAEBWEERZG CERO D BIFICHE L
TVWET, M3 ITHRERATRLE LIz, WITNDRD THIE
BERELDN 099 LU F. REBLDIFRESIL 85%H5 115% TR
HRERENESNE LTz,

10000 -

EERF

REERBRDOMTHREREL Y. EE TR (LOQ. S/N=10) |&.
JIVRY Z— k0.1 ng/mL. AMPAOQ.15ng/mL. 7 R —
b 02ng/mL TLTz

IZAETINERID MRM 7 O b5 LEK 4 1TRLE LTz,
R MV IADEEESITHT 5L E—UDREEINATWL
£ CK. NER. AZEIE 100 pg/kg. D A 50 ug/kg 7
m . ERNERODRRLS. EE TREIF. K )
EM. AZTlE 100 ug/kg. H#H ATl 50 pgrkg LR EER
SNET,

Glufosinate Glyphosate
179.90>63.00 167.90>62.90
110.00>62.90
% -|
000 7 - — - - - - : —_——————————
0.6 07 08 08 10 1.1 1.2 1.3 14 15 1.6 17 18 19 20 21 2.2 23 2.4 2.5
RT (min)
- N N 5 . S e
2 JURY—kr AMPA. JIVRYZ—FDMRM 70X k75 L (040 ng/mL 1Z4587K)
An Are:
Glyphosate Glutosinate
80005 1) _ 3765.179x + 115.7193 = 200080 9424.933x - 565.0273 -

JR* = 09948483 R = 0.9974208 1 s00es |RT = 0.9957031 R = 09978492

700065 1 curve Fit: Default (Linear) Jcurve Fit: Default (Linear)
Weighting: 1/C~2 150026 ] Weighting: 1/Cn2
5.000es ] Zero: Default (Not Forced) 3Zero: Default (N ot Forced)

Mean RF: 3.828042e+003 140028 Mean RF: 9.113109e+003
< 000es ] SD RF: 2.583462e+002 §SD RF: 7.290751e+002

{%rsD: 6.747019 1200261 56RS D: 8.000290
260065 = 1000e6] -

1 2000653
2.000e5 ] E

6000e5]
2.000e5 ]
4000e5 ]
° 20 40 50 80 100 120 130 180 180 200 20 40 60 50 160 120 140 150 180 200
Conc. (opm) Cone. (ppm)
Area

JAMPA
6000e5 ]y = 2836.542x - 90.30220 -

JR* = 0.9939566 R = 09969737 P . .
#£9925 1 Curve Fits Default (Linean Limits of quantlﬂcatlon
500005 ] Weig hting: 1/€~2 Compounds S/Na 0.4 ng/mL .

Y Zero: Defautt (Not Forced) (ng/mL) in solvent (S/N=10)
4500e5]

Mean RF: 2.786706+003 :
400005 {50 RF. 2.0055550 00 Glufosinate 36 0.1

J9RrsD: 7.519719
350054 AMPA 27 0.15
3000es ] -
2so0es ] Glyphosate 18 0.2
200065
1500es ]
1000e5 J
5000e4
000020 -

20 40 60 80 100 120 140 150 180 200
Conc. (ppm)

3 RBREBMDDEETRIE
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Rice

#1 Glyphosate

Q167.90>62.90 () 40763
RT=2.164

#2 AMPA
Q110.00>62.9 () 4483

#3 Glufosinate

Q179.90>63.00 ()
R7=1.827
1 110.92% (v NG IR1 52.00% (NC)
5083
e

4063 Jg1 75.13% (13.24)

Q

Flour

#1 Glyphosate

167.90>62.90 () 1518
RT=2.160

#2 AMPA
Q11000>6290 (-) 17663

#3 Glufosinate

Q179.90>63.00 (- 39023
RT=1826

#1 Glyphosate #2 ANPA

Q11000>62.90 () 6212

#3 Glufosinate
Q179.30>53.00 (4

Q 167.90>62.90 () 6.12e2

R1 11471% (NO) pr=0825

6062

4022

s57e3f g

PR— o pr—
57.90>62.90 (-} 08922 Q170.00>62.90 (-) 75%2 Q179906300 (-) 149%3
RT=2.140 RT=085¢ RT=1.369
2
IR157.51% (10.31) [R1 103.19% (NC) f\ IR1 €0.44% (NC) 7\
\ 1363
5.0e2
/ 1.0e3
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