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WaukazasaaeumulilaivedidianevasiivnnAenguasuiunlusy iy memailada?
alasunlnnsfl-wuaaninsuend/unaanlnswns Wldaansmuizanlunmsinsgsdasivanang
Tolalnsansu Telnsnaasu wazlnlawuaisu Inewmun3s msIest QUEChERS multiresidue method
fudunude 911 uazdundes dulunsemaseumuldliveditnsnnaiinset kunusiinsg

il pdudunss uagyawensin veeisnsndasigsieglugas 0.005 - 0.5 Tadnsuseilansu lae

)

A1 R? 11AN31 0.990 LarHUSUNANITNAABUME ALY |ag ANULTEIUBIVNTEAUALLTLTUNIY
NAINUIATFIUAMUA AIULIY (Yrecovery) NNTEAUAIITNTY AT %recovery agluzag 60 - 120
% AUWEY NITEAUAUTUTU 0.005 - 0.5 HadnTusdailansu % RSD 1 HORRAT < 2 LOD A1

Wwinfu 0.005 Jadnsumeanlansy way LOQ dAwinnu 0.01 faansusanlansy



Abstract

A Liquid Chromatography tandem mass spectrometry (LC-MS/MS) were used to
develop and validate the determination of isoprocarb, iprovalicarb and thiobencarb in cereals.
Three pesticide residue were determinate by developing analytical used to QUEChERS
multiresidue method. Representative plant was rice and soybean. As the results, Linearity and
Range were 0.005 - 0.5 mg/kg. The correlation coefficient (R*) was more than 0.990. The
recoveries (isoprocarb, iprovalicarb and thiobencarb) were range 60 — 120 %. Precision at the
concentration level 0.005 - 0.5 mg/kg expressed as relative standard deviation (% RSD) values,
HORRAT<2. The limits of quantitation (LOQ) and the limits of detection (LOD) were 0.01 and
0.005 mg/kg respectively.
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Isoprocarb : 2-(1-methylethyl) phenyl N-methylcarbamate
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Thiobencarb : S-[(d-chlorophenylmethyl] N,N-diethylcarbamothioate
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Feq §28a dundes 9alne duq n1snsadesiearsiivendidusyiv daulngldnada Gas
Chromatography Tandem Mass Spectrometry (GC-MS/MS) wae Liquid Chromatography Tandem
Mass Spectrometry (LC-MS/MS) lag il @nyn LazWmunisn1snsaadmsnzdesunelifedl susan
Strange Herrmann wagAmdg ( S.S.Herrmann et al., 2011) lawaiunaznsiageunultlavesisnis
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AATINIIEIT LC-MS/MS

Tseng SuHsiang wagAuy (T. Suttsiang et al., 2009) laRmuwnalAn1sATINATIERETHYE
ANA19TIWIY 81 ¥l sIudeanseuius lustegradnuasnald lneldmaiia liquid chromatography
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tandem mass spectrometry (LC/MS/MS) Asanaa19819lY Acetone wazldnaduyviln Macroporous
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LA389 LC-MS/MS dsuLenans hagued158enaInaAeantuuy gradient 12anlun1siAsei 25 ui
A1INNTNUNIUUNITTUNTTUTMALITD9 LU LT uluIn1slunswu1dIsn1snsiadmsieu
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7. auiluns
gunsaluazasiadl
1. ansumsgrudnginelaun lolelnsansu 98.5% lelwsndansu 98.0% uaglnlawuumisy

98.0% W3LUANTALANLNINTFIUMEAWINazay vila Pesticide Grade


http://cabdirect.org/search.html?q=au%3A%22Tseng+SuHsiang%22

2. arawadllen Acetonitrile (HPLC grade), magnesium sulphate, sodium chloride, di-
sodium hydrogen citrate, tri-sodium citrate dehydrate, Water (HPLC grade)

3. in3esileluresufuAnis IHun indostiruasiden 2 duvis uag 5 duntafiinunsasy
ey, edeavilsmilgudnans Centrifuge, LA3asdusaoen3 (Food Processor), Micro
pipette 911A 100-1,000 lulAsans naen centrifuge AuUM 50 ladans

4. PTFE filter vum 0.2 lulasiums
5. e nTInTivlauasUSnamsiivandeesingiiivla Ultra Performance Liquid
Chromatography (UPLC) slafiuia3ad Tandem mass spectrometry (LC-MS/MS)

6. funuSyiuniaunaasdlaun 411815 wazludnfmaes

/N9
1. fupdnenansifientosiunuidy wagraaunsaaes
2. WisuansaranansgIu finvendudusine lein 1,000 100 waz 10 lilasndudediaddng
Ty acetonitrile uwagiansunsgUwIsuud e WeldlunmawSeunsvluinsgiu
way spike aslufoeg
3. AATEAUTUNUEIITRIEANATS WAILN1NE EN QUECHERS (Anastassiades et al., 2003)
Tnedashognsunaziden 5 n3u adlunasn centrifuge UM 50 UAAANT i 10 fiadans
AilSogation 30 wiTt ndnTudy 10 faddns ves acetonitrile Ynrigndntios vortex
30 AU LWEINIBLUDDEINLIIUIU 1 U LANATITNANTDY 4 NTU magnesium sulphate, 1
N34 sodium chloride, 0.5 n$u di-sodium hydrogen citrate wag 1 N3 tri-sodium citrate
dehydrate wendeiioogausauu 1w 1l centrifuge firuisaseu 4,000 rpm 5 W
Mntunsesansazareaulanu PTFE fitter suin 0.2 luasey adly vial vuia 1.5 dadans
lUnTadnszidienies LC-MS/MS
AnTA3es LC-MS/MS il
Agilent 6410 Triple Quad LC/MS, Agilent 1290 HPLC
HPLC Column: Kinetex 2.6u XB-C18 100A 100 x 2.1 mm.
Mobile phase A: 5 mM ammonium formate in water + 0.01 % FA. pH 4
Mobile phase B: acetonitrile ( LCMS grade )

Flow: 0.30 ml/min, Total run time: 7.00 min, posttime: 2.00 min

9 31dIUNANYDY Mobile phase WUy Gradient

a1 W) dws1lua (addansseuny) aisavas A (Wasidusd) a1sazany B (WUasidus)

0.00 0.30 50 50




3.00 0.30 10 90

4.00 0.30 10 90

6.00 0.30 90 10

7.00 0.30 90 10

7.10 0.30 50 50

8.00 0.30 50 50
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8. WAN1INARADILALIRNTAl

n13nsaadauauldlivaisniIngiadnszisagiedn

1. eandudunss (Linearity) wagy29veen1sin (Range)
nagoULRLaNBINAT IuInT WALt uLieuYesaskay Telalnsansy lelnsndaniu wazlnle

& Y 1 vV r-:ll 1 a ¥ Qll o d‘ % 1% ¥ U =
WUAISUAUAI 98199717 DIUNUAISAYANA1NTIINITNAFDU NTEAUAMULINTY 9 SLAU AD 0.001,

1 a o o

0.002, 0.005, 0.01, 0.05, 0.1, 0.2 way 0.5 TaanFusnlansy 91UU 3 91 Linearity wag Working
range UBIITN1INTIVIATIBRE U 0.005 - 0.5 HadnFusiedlandu laedian correlation coefficient
(R?) 11nN31 0.990

Tolalnsansu

Isoprocarb - 9 Levels, 9 Levels Used, 9 Points, 9 Points Used, 0 QCs

$ x10 5] y=225235.172415 * x +48.007113
2 R"2 =0.99957623

%- 1-1’ Type:Linear, Origin:Ignore, Weight:1/x
2 i

o
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0.4+
0.3+
0.2
0.1
0
-0.14

T T
0 0.05 0.1 0.15 0.2 0.25 0.3 0.35 0.4 0.45 0.5
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Tolnsnamsu

Iprovalicarb (1) - 9 Levels, 9 Levels Used, 9 Points, 9 Points Used, 0 QCs

8 x106 | y=2173902.219937 * x + 730.860485
2 7| R"2=0.99957846
1+ Type:Linear, Origin:Ignore, Weight:1/x

0.9+
0.8
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0.6+
0.5
0.4
0.3+
0.2+
0.1+
04
-0.1-

Respon

T T
0 0.05 0.1 0.15 0.2 0.25 0.3 0.35 0.4 0.45 0.5
Concentration (ug/ml)

Inlatuupisu

Thiobencarb - 9 Levels, 9 Levels Used, 9 Points, 9 Points Used, 0 QCs
@ x10 5] y =326841.946750 * x + 39.294047

1.6 R"2=0.99960409

’ Type:Linear, Origin:lgnore, Weight:1/x

1.4+

Respons

1.2+

14
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0.6
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0.2

T T
0 0.05 0.1 0.15 0.2 0.25 0.3 0.35 0.4 0.45 0.5
Concentration (ng/ml)

2. ALY (Accuracy) / AuLfiBs (Precision)
A319aUlAEYINNIT fortified sample NTEAUANMULNTY 6 S¥AU AB 0.005, 0.01, 0.05, 0.1, 0.2 way
0.5 fiadnSusiefilaniu 8 91 Uszillu accuracy Wag Precision 30 %recovery @ailA1agluyie 60 -120

% ay % RSD A1 HORRAT < 2



Tolalnsasu

% Recovery

"o 0.005 mg/kg 0.01 me/kg 0.05 mg/kg 0.1 me/ke 0.2 me/kg 0.5 mg/ke
1 0.0043 | 86 | 0.0099 99 0.0504 101 0.0970 97 0.1805 | 90 | 0.4967 99
2 0.0048 | 96 | 0.0109 | 109 | 0.0480 96 0.0995 | 100 | 0.1849 |92 | 0.4817 96
3 0.0040 | 80 | 0.0106 | 106 | 0.0511 | 102 | 0.0977 98 0.1832 | 92 | 0.4947 99
a4 0.0041 | 82| 0.0113 113 | 0.0493 99 0.0986 99 0.1832 | 92 | 0.5131 103
5 0.0041 | 82| 0.0099 99 0.0497 99 0.0978 98 0.1867 | 93 | 0.5126 103
6 0.0047 | 94 | 0.0111 | 111 | 0.0476 95 0.0953 95 0.1797 | 90 | 0.4626 93
7 0.0043 | 86 | 0.0107 | 107 | 0.0488 98 0.0997 | 100 | 0.1821 |91 | 0.4781 96
8 0.0046 | 92 | 0.0101 101 0.0486 97 0.0965 97 0.1879 |94 | 0.4914 98
Mean 0.0044 0.0106 0.0492 0.0978 0.1890 0.4914
SD 0.0003 0.0005 0.0012 0.0015 0.0029 0.0172
9%RSDg 6.92 5.13 241 1.53 1.51 3.49
Horwitz
36.25 31.73 25.17 22.70 20.56 17.80
9%RSD;,
HORRAT 0.19 0.16 0.10 0.07 0.07 0.20
Tolnsdmnsu
% Recovery
No
0.005 me/kg 0.01 me/kg 0.05 me/kg 0.1 mg/ke 0.2 mg/ke 0.5 mg/ke
1 0.0049 | 98 0.0093 |93 | 0.0487 |97 | 0.0914 |91 | 0.1864 | 93| 0.4661 93
2 0.0049 98 0.0092 92 0.0486 97 0.0938 94 0.1897 95 0.4638 93
3 0.0047 94 0.0095 95 0.0491 98 0.0935 94 0.1853 93 0.4706 94
4 0.0046 | 92 0.0094 |94 | 0.0458 |92 | 0.0932 |93 | 0.1928 |96 | 0.4916 98
5 0.0045 | 90 0.0092 |92 | 0.0489 |98 | 0.0927 |93 | 0.1936 |97 | 0.4857 97
6 0.0046 92 0.0090 90 0.0478 96 0.0920 92 0.1906 95 0.4466 89
7 0.0044 88 0.0090 90 0.0491 98 0.0936 94 0.1901 95 0.4617 92
8 0.0042 84 0.0092 92 0.0470 94 0.0916 92 0.1949 97 0.4701 94
Mean 0.0046 0.0092 0.0481 0.0927 0.1890 0.4695
SD 0.0002 0.0002 0.0012 0.0009 0.0034 0.0140
9%RSDg 5.20 1.90 2.46 1.02 1.78 2.99
Horwitz
35.96 32.38 25.25 22.88 20.56 17.92
%RSDg
HORRAT 0.14 0.06 0.10 0.04 0.09 0.17




Inlaiuumsu

% Recovery

"o 0.005 mg/kg 0.01 mg/kg 0.05 mg/kg 0.1 me/ke 0.2 me/kg 0.5 me/kg
1 0.0033 | 66 0.0087 | 87 | 0.0557 | 111 | 0.0829 |83 | 0.1636 | 82 | 0.4108 82
2 0.0033 | 66 0.0092 | 92| 0.0540 | 108 | 0.0840 | 84 | 0.1654 | 83| 0.3680 74
3 0.0034 | 68 0.0091 | 91| 0.0522 | 104 | 0.0825 |83 | 0.1672 | 84| 0.4098 82
4 0.0031 | 62 0.0086 | 86| 0.0562 | 112 | 0.0844 | 84 | 0.1698 | 85| 0.4049 81
5 0.0031 | 62 0.0084 | 84 0.051 102 | 0.0857 |86 | 0.1655 | 83| 0.3952 79
6 0.0030 | 60 0.0082 | 82 | 0.0531 106 | 0.0852 | 85| 0.1706 | 85| 0.3641 73
7 0.0030 | 60 0.0086 | 86 | 0.0538 | 108 | 0.0820 | 82| 0.1675 | 84 | 0.3866 7
8 0.0031 | 62 0.0084 | 84| 0.0517 | 103 | 0.0816 |82 | 0.1680 | 84 | 0.3901 78
Mean 0.0032 0.0087 0.0535 0.0835 0.1890 0.3912
SD 0.0002 0.0003 0.0018 0.0015 0.0023 0.0178
%RSDg 4.76 4.00 3.45 1.81 1.24 4.56
Horwitz
38.04 32.70 24.86 23.24 20.56 18.42
%RSDg
HORRAT 0.13 0.12 0.14 0.08 0.06 0.25

LOD = 0.005 mg/kg
LOQ = 0.01 mg/kg
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1. Anududunss (Linearity) uazda9vesnsin (Range)

a3U3% uaznedeuanugnieerisnagey Inadsurlinvessyiinduduies iiemdediinvesis

73999912 edandlinanismageuaududunss (Linearity) wa¥i3we3n13in (Range) aglugag

0.005 - 0.5 Jadnsusanlansy laeiiaAn correlation coefficient (R?) 11nn71 0.990

Tolalnsansu




Isoprocarb - 9 Levels, 9 Levels Used, 9 Points, 9 Points Used, 0 QCs
® 4105 | y=224372.887785 * x - 6.645174
| R"2=0.99886646
1 Type:Linear, Origin:Ignore, Weight:1/x
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1
0
-0.1-

Response

T
0.05 0.1 0.15 0.2 0.25 0.3

o

0.35

T T
0.45 0.5
Concentration (ng/ml)

Tolnsanaesu

Iprovalicarb (1) - 9 Levels, 9 Levels Used, 9 Points, 9 Points Used, 0 QCs
® x10 8] y=2232472.642606 * x + 377.427725
R"2 = 0.99736995
1+ Type:Linear, Origin:Ignore, Weight: 1/x
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1
0,
-0.1-

Response:

T
0.05 0.1 0.15 0.2 0.25 0.3

o

0.4

T T
0.45 0.5
Concentration (ug/ml)

Inlawwuasu

Thiobencarb - 9 Levels, 9 Levels Used, 9 Points, 9 Points Used, 0 QCs
x10 57| y =248477.754626 * x + 37.282983
- R*2=0.99853518
1.14 Type:Linear, Origin:lgnore, Weight:1/x

14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.14

Responses

0 0.05 0.1 0.15 0.2 0.25 0.3

0.4

T T
0.45 0.5
Concentration (ng/ml)

2. ANULLIY (Accuracy) / ALTBS (Precision)




»31980UN13Y fortified sample MTEAUAMUTNTY 4 5¥AU AB 0.005, 0.01, 0.1 waz 0.5 Haaniuse
Alan3u 8 91 Usewiu accuracy Wag Precision 30 %recovery FalA1agluyae 60 -120 %uag % RSD

a1

1A HORRAT < 2

10



Tolalnsasu

% Recovery

"o 0.005 mg/kg 0.01 me/kg 0.1 me/ke 0.5 me/ke
1 0.0049 98 0.0091 91 0.0938 94 0.4859 97
2 0.0054 108 0.0090 | 90| 0.0945 | 95| 0.4892 |98
3 0.0047 94 0.0096 |96 | 0.0945 | 95| 0.4879 |98
a4 0.0050 100 0.0090 90 0.0946 95 0.4553 91
5 0.0049 98 0.0092 92 0.0976 98 0.4638 93
6 0.0052 104 0.0094 | 94| 0.0973 |97 | 0.4871 97
7 0.0048 96 0.0094 | 94| 0.0987 |99 | 04795 |96
8 0.0050 100 0.0091 91 0.0935 94 0.4634 93
Mean 0.0050 0.0092 0.0956 0.4765
SD 0.0002 0.0002 0.0020 0.0135
9%RSDg 4.48 2.37 2.08 2.84
Horwitz
35.52 32.38 22.78 17.88
9%RSD;,
HORRAT 0.13 0.07 0.09 0.16
Tolnsnaasu
% Recovery
No
0.005 mg/kg 0.01 me/kg 0.1 mg/ke 0.5 mg/ke
1 0.0047 94 0.0097 97 0.0971 97 0.4856 97
2 0.0051 102 0.0099 |99 | 0.0918 |92 | 04844 |97
3 0.0049 98 0.0095 | 95| 0.0959 |96 | 0.4895 |98
4 0.0049 98 0.0097 97 0.0958 96 0.4732 95
5 0.0047 94 0.0092 92 0.0959 96 0.4724 94
6 0.0048 96 0.0094 94 0.0953 95 0.4829 97
7 0.0050 100 0.0098 98 0.0993 99 0.4632 93
8 0.0049 98 0.0096 96 0.0926 93 0.4439 89
Mean 0.0048 0.0096 0.0955 0.4744
SD 0.0001 0.0002 0.0024 0.0151
%RSDg 2.41 2.36 2.49 3.17
Horwitz
35.70 32.19 22.78 17.90
9%RSD;,
HORRAT 0.07 0.07 0.11 0.18
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Inlaruumsu

% Recovery
No
0.005 mg/kg 0.01 me/kg 0.1 me/ke 0.5 mg/ke
1 0.0041 82 0.0079 79 0.0736 74 0.3791 76
2 0.0038 76 0.0077 77 0.0701 70 0.3741 75
3 0.0037 74 0.0079 79 0.0699 70 0.3889 78
4 0.0037 74 0.0076 76 0.0738 74 0.3721 74
5 0.0038 76 0.0075 75 0.0732 73 0.3489 70
6 0.0036 72 0.0072 72 0.0727 73 0.3527 71
7 0.0037 74 0.0073 73 0.0732 73 0.3486 70
8 0.0038 76 0.0070 70 0.0721 72 0.3432 69
Mean 0.0038 0.0075 0.0723 0.3635
SD 0.0001 0.0003 0.0015 0.0171
%RSDy 3.94 4.35 2.11 4.70
8.00 8.00 8.00 8.00
Horwitz
37.04 33.40 23.75 18.63
%RSDy
HORRAT 0.11 0.13 0.09 0.25

3. ANWIUAINAVDINITIATIUTHIA (Limit of quantitation, LOQ) waglndnfinuedn1Insaany (Limit
of detection, LOD)
nadou LOQ 1e333nsvadey fimnudiudu 0.01 fadndusdenlansy Tnedudunanisnageuain
accuracy uag precision 9nWan1sAnETlufIog1IE1s wavwdadandes seusuan LOQ fisvdu
anududu 0.01 fadnsusedlansy wazseusuan LOD finnududu 0.005 fadnsusenlansu
Ussiiunmanaaeulpenisniaddiasgifogsifuasnnsguissdunnududu 0.005 fadndude

Alansu 8 41 UszLliuAl peak area U89 Quantitative ion > 10

9. AgUNaNIINARBILATBLAUBIUL

1. A Judunss wagt9eInisin Yesisnialnsieieglugas 0.005 - 0.5 fadnsuseilansy
Taedl @ R? 11nn97 0.990 uazBuumanisvadeusng AU wag ANuTles YesmnIedua
LU UUH N U TFIUATIUA

2. AU (%recovery) NNEAUAINLTNTY 1A %recovery fiAaglugie 60 - 120 %

3. Aafies fsEeuANIdIdy 0.005 - 0.5 faansusenlansy % RSD iAn HORRAT < 2

12



4. LOD fAwwinfiu 0.005 Jadnsumanlansy

5. LOQ fiAwinfiu 0.01 Jadnsumanlansy

13
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1. 1§38 hnsz9 lelalnsensu lelwsndansu wazlvleuuandu Tustyity gndesiinmsnsaniiase
EPIILELPRFITERITRER
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