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2.2 AOE &% - —EMMMH RISEXAHKE
WX KR 7 #HRG57% 8
LCMSMS-365

WE. ALWMERSE AOE RYA LCMS-8050 BXFARRIL T IRAKR MR AZENIRN A E. AXB%E EPAS43
7375, RAMRM S, BILT 7R AN 7575, 575 Z# AR 2 mL, MR RYF, BXAREIYKRTF 0.995,
M NRE_ LRENEMEERRNEEMRY, BWNRERE (RSD%) 7337E 0.03%-0.08% # 2.13%-7.85% Z i,
B mBYIIAREINERTE 80%-130% i8], I RF.

FERIA): 7I4k SPE AMFRBHE LCMSMS W% IRAK EPA543

FEEMRTI AR, tRKEFEVINSEE ANFEREHESART, XERAWNTZER, FGE
BrE, BR5RSRBFNI ZEM. RN FRIMERNETE, RN AKRREREE.
BHETREMIBIENTEFER, HERSRYFHEE A(EASE AOE 240 LCMS-8050 BXFH A4

%, MESERE, MEFERARIOBAUENES, B 3 7pm bR EEE RS %, E4 SPE B
IERRMRGES. ARES. BMEIERETS  emcmempapetis, B0 THLBSE, %

FE, NIRRT ERRENE MM EEN ZSEAGELSE. BRYS B0 —&Y.

SRR EIERER BEbt, HOARRE, RIESRRER. FNEET
BEMARIVHNER, K= ISIE R HREIIERE, ST 9RE,
ZHNAZIAENKE, £RE, RERESIERR
B Sy
1.1 X288
LC-30AD X2 CRzhiBim&aR) , LC-20AD (BcBREMER T, SPE&RE) , SIL-30AC (UHPLC Bopi#tiEss) ,

SIL-16P (KA F Eoh#i¥388) , CTO-20AC (HB#E, EEmE+@Ei®) , CBM-20A (R4%iEH28) ; LCMS-
8050( = EURATFRIE{YAD ESI BB ); LabSolutions Ver5.91 (&IET{Euh)

El ELSPEXRGREHF RS REE



~J =B
u.u?l 1=
SHIMADZU

Excellence in Science

12 H#&miER

ERR: DR 3- BEKIEA. REBHEILIN. REBM. Kb, KMER. REMORAEZRBEHIAK 1
mg/L ENRE R, HEEHARIEE RN 100 mg/L. EREE, AIRBECHIRETE 0.4-1.0 ug/L BIF TIEARER.
FmblE: IRAKERBUKE, A 2.0 g/L iR mER. 7.75 g/L Trizma Z&HAKMN 200 mg/L [LERE (AT

DIk BARD IR EYIRRER) |, IRIBLA4EERER.

1.3 DA
BiE%M4 (SPE)

FE: 2 mL/min

BER: A-20 mM ZER3RKB K ; B- 285 FHEFEE: 2mL
K1 SPERYERER
Time(min) Module Command Value
0 Pumps Pump C Flow 2
0 Pumps SV(Pump C) A
4.00 Pumps SV(Pump C) B
4.00 Pumps Pump C Flow 2
4.01 Pumps Pump C Flow 4
6.00 Pumps SV(Pump C) A
11.00 Pumps Pump C Flow 4
BEFMH (UHPLC)
&%+ InertSustain AQ-C18 (2.10 mm I.D. 38 40°C
X50 mm L., 1.9 um)
MontE: AE-20 mM ZERTZKBK; BHE - 2B EfREFILE 2
IR 0.4 mL/min
R2 BERBRNEER
Time(min) Module  Command Value
4.00 Pumps Pump B Conc. 10
4.10 Pumps Pump B Conc. 10
9.00 Pumps Pump B Conc. 95
9.10 Pumps Pump B Conc. 95
9.11 Pumps Pump B Conc. 10
11.00 Controller Stop

Bk 4

BER: ESI, EER
ZSAE . 3.0 L/min
FIESMZE : 10 L/min
MOFASRE . 10 L/min
EIOURE: 400°C

BRI BENE, BABFIRARERN 10%, BY

A 40 min+@RYIR, DA

BFREE: 300°C
DLEE: 200°C
BEHNAE: +3 mm

MRM %4

D EkR3

LCMSMS-365
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LCMSMS-365
&3 MRMZB#{
No. BFR X B CAS No. BIAEF F¥EF QlPreBias(V) CE(V) Q3 PreBias(V)
) 238.15 163.15* -12.0 -15.0 -15.0
1 3-HBEMKMEA  3-Hydroxycarbofuran  92-87-5
238.15 181.20 -12.0 -12.0 -17.0
\ 320.15 233.05* -16.0 -25.0 -22.0
2 KLEBRIE  Fenamiphos sulfoxide 31972-43-7
320.15 292.20 -16.0 -16.0 -29.0
N 336.15 266.10* -10.0 -19.0 -29.0
3 FRZHEN Fenamiphos sulfone 31972-44-8
336.15 188.10 -10.0 -28.0 -21.0
- 304.20 217.05* -15.0 -23.0 -21.0
4 R Fenamiphos 22224-92-6
304.20 202.10 -15.0 -35.0 -20.0
. 308.25 70.10* -15.0 -23.0 -11.0
5 TR ES Tebuconazole 107534-96-3
308.25 125.05 -15.0 -33.0 -20.0
353.25 133.20* -13.0 -21.0 -18.0
6 RERH Tebufenozide  112410-23-8
353.25 297.25 -10.0 -8.0 -29.0
398.15 314.00* -20.0 -12.0 -20.0
7 HB Bensulide 741-58-2
398.15 158.10 -20.0 -23.0 -29.0
225.10 165.10 -11.0 -13.0 -29.0
8 BkIEFY-d3 Carbofuran-d3 -
225.10 123.05 -11.0 -22.0 -22.0
166.00 88.10 -18.0 -10.0 -15.0
9 K%RE-d3 Methomyl-d3 -
166.00 106.10 -18.0 -12.0 -20.0
! 412.20  315.90 -20.0 -13.0 -22.0
10 HEHE-d14 Bensulide-d14 -
412.20 141.00 -12.0 -35.0 -28.0
FRIAEEEF

B £R5itie

2.1 B AOE RARIRIENEE

52 AOE AL AT T AHFSE. FEBFEFEIMER. RENBSWRBRSGMN. FomIHh
MEEREREEFTIG, 1FMmEdFEs SIL-16P BUF. HHREMSELLAIREMERR (LC-20AD) RENBIXSKIE, HX
HmERERZERAME SPE 1 £, BIRDTYHM SPEL IRMl, H@IRUEYIHR, SPE 1 REHES UHPLC DifHERE,
Nexera X KA E LRI Br 248 SPE 1 %M UHPLC 2t b, EREIEIENEREMDE, 7 SPE 1%
BBIERY, HHEMEBELLFRAVMEER (LC-20AD) FigBAMXBENATSTREMEZETE SPE 2 #1TBE, B
IRENMESKER SPE2 FEEVISRE, HEEHT TP 0. BIHERTIR, MR SPEED3S5BEN
RIETEREL, XBEA, AKES T IFRIIDITNE,
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CTO-20AC

_____________ LC-20AD+LPGE

—————————————
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B3 7THRATBAKPEIEE G-RERIGH. FRABN, MEm. FRLBIK100 ng/L;
WS TRMER. RERR 40 ng/L)
23 B84
BUREA 2.0-5.0 ng/L 7&7&# 20.0-50.0 ng/L AR, F1T#E 6 5, BB SYRIE IR R E RS 8185
REMRE (RSD%) N 4 Fime HMEERKRER, WORE TR BERLSYHREN B IEERAEN ERET
0.02 ~ 0.08% #1 2.80 ~ 5.94% zja], NEB_EEMRIF-

x4 NBREEMERER (n=6)

Analyte Conc. Level 1/% Conc. Level2/%
Conc. R.T. Area Conc. R.T. Area
3-Hydroxycarbofuran 5 0.07 5.87 50 0.04 442
Fenamiphos sulfoxide 5 0.08 3.67 50 0.03 442
Fenamiphos sulfone 5 0.06 3.95 50 0.04 3.03
Fenamiphos 2 0.07 2.13 20 0.05 3.15
Tebuconazole 2 0.07 3.67 20 0.04 3.19
Tebufenozide 2 0.05 2.29 20 0.03 2.67
Bensulide 5 0.05 7.85 50 0.05 6.04
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LCMSMS-365
2.4 SRiEhsk
EeHIFRER LR, RNARRZE -d3. B -d14 3R E R 80 ng/L, BKIEA -d3 MRE A 32 ng/L. 3- REKIEA
(3-Hydroxycarbofuran). KL ILH (Fenamiphos sulfoxide). ZBZEEEN (Fenamiphos sulfone). #E#s (Bensulide)
K 2.0 ng/L, 5.0 ng/L, 10 ng/L, 20 ng/L, 50 ng/L #1 100 ng/L, &&k% (Fenamiphos). [XMEZ (Tebuconazole).
HEER (Tebufenozide) JRE A 0.8 ng/L, 2 ng/L, 4 ng/L, 8 ng/L, 20 ng/L 1 40 ng/L, IWAFaE#EE, MR ErLL,

RS ZMEAAIGHIR

Analyte Linear range (ng/L) Linear equation Correlation coefficient (r) Accuracy (%)
3-Hydroxycarbofuran 2.00-100 Y = (0.00112044)X + (-0.000550424) 0.9993 89.6-107.2
Fenamiphos sulfoxide ~ 2.00-100 Y = (0.00603660)X + (0.000549186) 0.9992 90.7-105.5

Fenamiphos sulfone 2.00-100 Y = (0.00259273)X + (-0.000644612) 0.9986 88.2-115.9
Fenamiphos 0.80-40.0 Y = (0.0280999)X + (-0.000451548) 0.9999 89.6-111.9
Tebuconazole 0.80-40.0 Y = (0.00347445)X + (0.000546394) 0.9993 84.5-118.9
Tebufenozide 0.80-40.0 Y = (0.0891728)X + (0.000239535) 0.9964 84.0-114.4
Bensulide 2.00-100 Y =(0.0169713)X + (-0.00345877) 0.9994 94.8-105.4

2.5 KPR

£%E EPASA3 KR (DL) IHEHE, BingHEREAESESHE TR, HE 7T RHEENKERE, 2R
TEARNITERHR, tREMERQERINK 6 iR, 457 ARK HR#HE EPAS43 EX,
DL=t(1009*S
DL— AR
tnrosy—— BEHERN n-1, BEEN 99% W t 57, n=7 8, ZENR 3.143;
S—n RFEATNEIRERE.

*6 FEMHR

DL(ng/L)
Analyte
Thisarticle EPA543
3-Hydroxycarbofuran 0.47 0.99
Fenamiphos sulfoxide 0.35 0.60
Fenamiphos sulfone 0.45 0.63
Fenamiphos 0.13 0.13
Tebuconazole 0.16 0.47
Tebufenozide 0.20 0.26

Bensulide 0.40 0.64
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LCMSMS-365

2.6 hINAREIHR
BV IR AR A B SRk MR, TINTRERRERSARRENRN 2.0-5.0 ng/L #1 20.0-50.0 ng/L, #EEM, Hit
BEESMMMARLEINER, £RWNK 7K 8 Fix, 7 HMKRAMAREIWERIYE 70%-130% Z (8.

RT BERAKERPINFEUE (n=6)

Analvte Added to sample Mean measured Intra-assay Extraction
y (ng/L) concentration (ng/L) RSD% recovery%
5 5.490 9.06 109.8
3-Hydroxycarbofuran
50 54.73 6.49 109.5
) ) 5 4.631 5.79 92.6
Fenamiphos sulfoxide
50 48.20 3.93 96.4
5 5.105 5.49 102.1
Fenamiphos sulfone
50 50.69 8.23 101.4
2 2.486 8.17 124.3
Fenamiphos
20 24.82 8.33 124.1
2 2.136 6.87 106.8
Tebuconazole
20 23.16 6.95 115.8
2 2.100 .77 105.0
Tebuconazole
20 19.10 8.21 95.4
5 4514 7.93 90.3
Bensulide
50 44.44 5.33 88.9
&8 BRKERPIMIREWZE (n=6)
Analvte Added to sample Mean measured Intra-assay Extraction
y (ng/L) concentration (ng/L) RSD% recovery%
5 5.550 5.24 111.0
3-Hydroxycarbofuran
50 54.77 7.81 109.5
4.513 8.82 90.3
Fenamiphos sulfoxide
46.64 7.49 93.3
' 5.666 9.24 113.3
Fenamiphos sulfone
50 60.48 6.33 121.0
2 2.215 9.67 110.7
Fenamiphos
20 22.01 8.39 110.1
2 2.273 6.02 113.7
Tebuconazole
20 25.81 7.08 129.1
2 2.082 8.52 104.0
Tebuconazole
20 22.11 8.77 110.6
5 4.683 4.52 93.7

Bensulide
50 44.41 1.73 88.8
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LCMSMS-365
2.7 SRR

fERZTTE, WA BERKFRMBRIAK. BEINAKFRARQENREAE, BFRKEFmPaE REH,
MEERINFT 9 FE 4 Frmo

R SEFRKEFHMER (n=4)

Analyte Conc.(ng/L)
3-Hydroxycarbofuran N.D.
Fenamiphos sulfoxide N.D.
Fenamiphos sulfone N.D.

Fenamiphos N.D.
Tebuconazole 7.03
Tebufenozide N.D.
Bensulide N.D.
(x10,000) o
2,0-5:308.05>70.10(+) <
15:308.05>125.15(+) N
] 2
1.0
o.s—f
oloé@%ﬂmk& N
‘7.‘0‘“‘8.‘0““9.‘0““10‘.0“‘

4 ERKE BRI B EI5E
B &

RXER B2 AOE RFA = ETURATFIE LCMS-8050 BX AL TIRFE/KH 7 MR AFKLENE RN A E, %
AOGIRAEL SPEES, BFmuitE, 08, EMEESMESHE—E, EGREKAERN, AIURKE TR
ATAMIE, RIEANZSRBVERM. 1Z757ATE 11 min R LR BRIk, BRI, BRENEEMN. BIREMR
BHVEMESERE, AIATIXAKRRAABR,

E Rzl EER(RE)GRAE SHF L

Shimadzu(China)CO.,LTD. Analytical Applications Center

LETHRILXEME1805B21K BIMBIE: 021-34193996 http://www.shimadzu.com.cn
Building B2, No.180 Yizhou Road, Shanghai Hotline: 021-34193996



