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nau dithiocarbamate Turnuazualdl Ingldinaila
Gas Chromatograph/Mass Spectrometry
%anﬁmaaa(mmé’anqw) : Development of Method for Analysis dithiocarbamate

in Fruit and vegetable by Gas Chromatograph/Mass

Spectrometry
4. AnzRANTuIY
Wmtnsnaaag : UENYAN NeduYy nauIdY Ingiiun1sinuns NUKN.
AR HER! ungEmady whgsAdaw  nquideingifiunisinuns nua.
5. UnAnEa

ngu dithiocarbamate Luasi1dalsadiy (fungicide) 14U mancozeb Faeuldfuedns
LWSTIaNY N1ATIDIATIENMIUTUIUETRYANAIINGY dithiocarbamate Y11N1301519TbATIERMIUTU
ansiiunnA19YeEsluguves CS, lngldinalln Gas Chromatograph/Mass Spectrometry Tusigsiiauay
azth dielis i Tunidduivndetonniussududesinisnsieaeuniuldldvedds (Method
validation) Tnes1en1siingaaaauliun A1L@NIZL9129 (Specificity/Selectivity) 97999401519
(Working range) Auduidunss (Linearity) a31uuii (Accuracy) ma1udies (Precision) Iasainues
N19M 329NV (Limit of detection, LOD) IA91AaU9n153AL9UTu (Limit of quantitation, LOQ) 970
NaN15R5398aUANNLYlATDIIEN1IATIANATIEY CS, TulELILazALT NUINIDNAABUTAINUT NI
wzasldflansdusuniu 99nn1svadey Working Range ag/lur19 0.02 uha 2.0 TadnSusienlansu uwag
Linearity Tut14 0.02 auis 2.0 faansusienlansy a1 Correlation coefficient (R?) 11nn1 0.995 N3

#gau Accuracy IngUseldiuann %Recovery NF1AALtNTY 0.01 - 1.0 Tadnsusenlansu lne CS, Tu



uzai29 11 %recovery aglutae 84 fia 114 Wesidud uaz CS, lunzii oglugae 84 fv 107 Wosidud
dm3u Precision NsgauAMudutulugag 0.01- 1.0 TadnTusenlaniy 31NNISAIUIUAT %RSD 8¢
5¥UIN9 3.40-7.75 Wasidud wagA LOQ @15 CS, Tunziiaaraztin w14 2 vila wihdu 0.02 Tadnsuse

Alansy

Abstract

A sensitivity and selective method for determination of CS, in mango and kale was
developed by Gas Chromatograph/Mass Spectrometry. The method was validated in terms of
specificity, working range, linearity, accuracy, precision, limit of detection (LOD) and limit
quantitation (LOQ). The method was found to be specific against matrix interferences. Working
range and linearity for both pesticides were obtained in the range 0.02-2.0 mg/kg and 0.02-2.0
me/kg, respectively (Correlation coefficient (R¥) > 0.995). The accuracy of the method were
determined from recovery experiments at 0.02 - 1.0 mg/kg (n=7). The recoveries were obtained
in the range of 84 - 1149% for CS, in mango and 84 — 107 % for CS, in Chinese kale. Excellent
precision for range 0.01-1.0 mg/kg was calculated (%RSD <10) and limit of quantitation were

0.02 mg/ke for both pesticides.
6. AU

mj:u ditiocarbamate 1Jua1siidnlsafiv (fungicide) WU zineb, maneb, mancozeb, ziram
propineb, triram (Jugu Fsaindeyaaia nsu fngdunsie 2535 mancozeb uingdunsieniing
tudgean 10 Suduusnlas Ul syddiound 2550 aufelagtuly wansdnsléingiifuma
MInunsTenEasnsiainIsldTueg sunsans UL EATNTIN NANTENUTIALIAENITANAIES
ansfsuuRAaNaNIINTnEns Tnendanadildiinsuilaaesnelulssmasazdieanludt Ussnenie
ImaéaﬁwLi‘]uﬁﬁmLiaﬁwuﬂummzf’fﬁamiﬁwuﬁ%‘mwi’sfﬁmezﬁmiﬂwmﬁwiﬁﬁmmgﬂéfamaz
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29U uRn1sa1u1Ta N mUIITN1I0 TR T RTULIN 18 TuT U URNS (In-house Method) 16 wei
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noUszasanasly nsnsiaaeuaNulylnvediiniinsIainses (Method Validation)



miAfeiidunmsnsaouanildlduesitnisnmaaeuveditnasmalinnsiansivandengu
dithiocarbamate Tunzaiiaiazazin JevhnsnsalinszimuTnuamsivanavesansiuguves Cs,
1dwadin Gas Chromatograph/Mass Spectrometry 31nn13953adauANulglaveisatusaiiaasilv
diudannuindedovediinimmsaiinsed wasuilseuiuldmuuinsgruainanaenudiaiunse

T lunsveneveutielunisnsiadwszvansiuanasluinualineld

7. 35aiunng

gunsaluazasiadl

1. 81511959 W Ing Y mancozeb mmu’%qwé 7%

2. asuadlaua Tin (1) chloride, Hydrochloric, CS, tHufu

3. insesiloluieaufuAnns iun resianuaziBen 2 dumis wag 5 funs (Hunsaou
WBv), Food processor, Dispenser wu1a 10 way 50 iaddns, Micro pipette 3um 100-1,000
lulasdns (hunsaeuiiou)

4. edesmesluviosufiRnisdu nialiines Ewnsaeuiisu) Jaines nszuenms
YIauBeiuTinms 250 ua Ak Ununadusiigudnans 28 uunieugnens

(Y IS

5. Lﬂémﬁam’i’sﬁﬁmmquﬁmﬁﬁm Gas Chromatograph Mass Spectrometry
6. fognawaldihumeassldun uztae way avii
/M9
1. WisguasazaIeuInIg1U Carbon disulphide (CS,) Tu isooctane
W38 Stock standard CS, AILILTY 1008 mg/ml
970 CS, AMUNTY 1260 me/mL; CS, 100 pL USunas 100 mL e 12.60 mg/mL
Fatudndeansisey Stock standard CS, madadu 1008 mg/ml Usues 25 mL sesld CS, au
WU 1260 mg/mL USung 2 mL
W38l Intermediate standard CS, AUANTY 20.16 Hadnsuneliadans

a a o 1

nMsAInlagldans myv; = myv, eABaStock standard CS, AU 1008 HadnTus

Jadans Usums 200 lulasnsumeliadansiesen CS, 20.16 Jaansuselaaansusuins 10 dadans Tu
iso-octane
W38 Working standard CS,

A5 dilute 270 Intermediate standard CS, AMUANTL 20.16 Tadnsunelagans

LEAAIRIAITIN 1



A519% 1 LERIANIILTUVDY working standard CS,

ATy CS, | Usunasit €S, | Usunesimden | asdudu

A4 (me/mL) | 9l (L) (mU) (mg/mU)
20.16 20 10 0.04
20.16 40 10 0.08
20.16 80 10 0.16
20.16 160 10 0.32
20.16 320 10 0.645
20.16 640 10 1.29

Al mancozeb wnlglunseuiunisnsadeumuldlaveisn1nsiaiias g
Mancozeb  fhjsnalaana 541.045¢/mol
CS, fiuunaliana 76.139 ¢/mol

fathu 1 ¢ mancozeb I CS, (4x76.139)/541.045 =0.5629 g

Spike quantity= (Concentration to be achive*weight of the sample)

(0.5629*concentration of the stock solution)

2. ASW3ENEIsarany stannous (II) chloride
azane 30 n3u SnCl,H,0 Tu hydrochloric acid esBildu USuusunslaila 2 ans

AENTEUDNAN WaUlMYIAU



3. YURDUNITENG
aa ) A v ! v Y] a
BN15ENRAITHEANA1S CS, TUNEHM Lay ATTI LARIRININT 1
YIF9819ULAU19/ALN 50 + 0.1 NSY
i@m Mancozeb

WAy 20 mL isooctane AUA38 Sn,CL

Unwan 197ialilu water bath Nflgangil 80°C uazwwemne 15 wiit Wunan 1.5 93l

a v

Wnenslingaumgivendunan 30 wid

)

lugduiuszana 30 Wil dunadlauninigeg usnudann weuasineeninaNgw

11d@2u organic phase(iso-octane) ILAT1LHMBLATOY GC-MS
AT 1 ABAIATINNATIHRETREANA9TTR Chlormequat wag Mepiquat
4. NIAANTIZLATDY Gas Chromatograph/Mass Spectrometry

A15199 2 Lan Parameter #1199 U89 GC-MS ALALNZaL

Injector temperature 250 °C

Injector type Pulsed Spliless

Precolumn 2%0.25 mm

column HP 5MS, 30mm*0.25 mm; film 0.25 1m
Temperature gradient 50 °C; 2.2 min

35 °C/min; 50°C to 270 °C

270 °C
lon source temperature 230 °C
Auxiliary temperature 280 °C
Detector temperature 150 °C
Carriergas Helium
Injection volume 1 um
Detection Selective lon Monitoring; target ion 76/z

n13ns29guAU1Ylave 9IS N15A29AI1TA

1. AULRNILL129 (Specificity/Selectivity)



VAdoU matrix blank waz spiked matrix blank finanududu 0.05 Jadniusenlansu
Wi uisudye s matrix blank wag spiked matrix blank
2. 91999901590 (Working range)
N3 spike a@nsazansunsgIuadiuftegnwsinuasazin Ivliauduty 7 seeu
Tdun 0.02, 0.04, 0.08, 0.16, 0.5, 1, uay 2 faansusiedlandy usazALLTLTUNTMAERY 1 91 ¥
nsafnmUTuREUIRMSTIRAUITUIN  uasAsITRTEiReeses GC-MS A519N3MLINIFIUTENIN
Shsrdauvesituilléfievesasnasguiu  Shduserinemududuresansluiedistuenududy
989 Internal standard (Wnw x) wazfin1sanTTudunsedadien correlation coefficient (R?) = 0.995
3. Aanududunss (Linearity)
FnsnAdoUAEIiU working range 1ne spike Tinnududu 0.02, 0.04, 0.08, 0.16,
05, 1 uay 2 fadnsuseflandy NegeuANUTITUAY 3 91 W15NAY correlation coefficient (RY)
wdeseglunarisnasguiiveniulde 0.995
4. ALY (Accuracy)

N1TAERU reagent blank, sample blank wag fortified sample 75¥AUANLTLTY
Tutanisnaaau 5 seauaudutulaLn 0.02, 0.05, 0.1, 0.5 ka 1.0 Jaansusenlansy ANULTUaY

7 91 MUABNIITNAEDU WAIAUINSDUAENINAUANYBIENSTILATIEY (%Recovery) AMNEUNT

X1-X2
%Recovery :T x 100

dlo X1 = anududuvesansiiiuadlufegsfinsanu @adnsusenlansy)
X2 = arududuvesansfinsanuly sample blank (@adndusiedlany)
C = mududuresansiivadlusogns @adnsusenlans)
n15Uszidiu %recovery Tinauginuuaves AOAC Peer-Verified Method (AOAC, 2002)

5. AuLgs (Precision)

MNSNAABU reagent blank, sample blank wag fortified sample N5EAUAINLTLUU

Tugranisnageu 5 seauaudntulawn 0.02, 0.05, 0.1, 0.5 wag 1.0 Hadnsusoilansy ANULINTUAY

1%

7 @0 AsUsziliu precision 1AENSMIANRAIANUIINTUYBIENS IUAI0g1STIATIEAlA (X) LagiiA)
Jeauunnasgiuvesnnuduturesansiudiensiiegeila  (SD)  ihadAwamaniesazaIy
= ' A

Jeasuuvaseaay %RSD

%RSD =30 100



PANNITNIF8ANST LIRS Precision ARRAN %RSD Hatindn 20 (AOAC, 2002)

1Y

6. UATINAVDINITNTIINU (Limit of detection)

¥t fortified sample blank fimnuidutusigainyIviinsesils veaey 7
%1 yeAdeauuamsg iy (Standard deviation, SD) Usgidiud1 LOD winfu 3xSD then LOD filsiann
nsewaan fortified adludagng vnsvageu 7 81 Ynaildund oA sighal/noise VOILLAAZAIT
Favzdealian =3

7. UpANAveINITIATUTUIM (Limit of quantitation)

¥t fortified sample blank fimnuidutusigainsviinsesild veaey 7

i mﬁ%ﬁmwummgm (Standard deviation, SD) Usgiiuen LOQ winfiu 10xSD Tagen LOQ tJuan

USunamgauesingdunseludiegnenanunsaiwseilalnglden accuracy wag precision NULNUEIT

A
ST
SuduRoURaIAY 2556 Audn Whauiueney 2558
douianduns

YY)

NAUNWITEAsivRNA1N NgNIdeTnglifiunenisinens nedideimuidadunisndnnis

AINYAT NTUIVINTITINEAT

8. NaN1SNAABILAZIANTAl
1. ANURNIZEANLIN (Specificity/Selectivity)

345129 matrix blank AU spiked matrix blank i 1d ey rufinsianuldun
WIBuisunuIndyaiaues matrix blank Hesmnnilaifieufudyainues spiked matrix blank wana
lidnssunmuanansaulusiets

2. 4999891590 (Working range)
NAN1IATIAEOU Working range 1ngtinAsnId@IuT99ANUINTY fortified sample 7
sefu enududuay 1 81 Aumisasduiuildfalunsassysuaududui@eunsl
LARITININT 2uazFuIaA correlation coefficient (R?) wuiaunsansivdauanssin CS, Tuuziig

WaLAZUN ARIWAEI9 0.02-2 Tadnsudanlansy (LanIRan1s19n 3)



M15991 3 WansA1 Working Range, Correlation coefficient (R2) 494 CS, Tunzaing way avtin 91 7 sgiu

AMUTUTY AILTNTUAE 1 ¥

conc.
Pesticides Equation R2

(mg/kg)

CS, Tunzaing y = 1.2102x - 0.0665 0.999 0.02-2.0

CS, lumziin y = 6.759x - 0.6781 0.999 0.02-2.0

3. anududunse (Linearity)
NAN1IATIAEDU Linearity lagiiA1dnsiduasnututy fortified sample 7 sgau
¥ ¥ 9°J L% 1 U 1 -di’ d‘ Y 1 % ¥ ¥ a L% -dl
ANUlLTUaY 3 91 AuAmeRsIEILtuNlaiAluLAarTEAUANUITLTULLTBUNT I LARIRININT 3 Lag
AR correlation coefficient (R?) ¥89a15%3 2 a Wu3nA R220.995 Feasulaan Linearity vaq
/NIRRT Iweglute 0.02-2.0 fiadnSusdeilaniy (Lanewisn13199 4)
M1579% 4 ud@ndAn Linearity, Correlation coefficient (R?) ¥4 CS, Tunzsiag wag Azt 91 7 syauainu

WU ANUTUTUAE 3 TN

conc.
Pesticides Equation R2
(mg/kg)
CS, Tunzaing y = 1.14x + 0.0876 0.999 0.02-2.0
CS, lumziin y = 6.5288x - 0.0638 0.999 0.02-2.0

4. AUy (Accuracy)

NNSMIIVEADY accuracy evinng fortified sample fiszduanududy 5 seau A 0.02, 0.05,
0.1, 0.5 uaz 1.0 daanusenlandy vhanududuas 7 81 Useifiu accuracy a0 %recovery Tnenaus
NM5EaUSU recovery MR MUAYEY AOAC Peer-Verified Method (AOAC, 2002) Taananis

NAEDY %recovery LAAIAINITIIN 5

d‘ a 6 a ¥ a ] ¥ d' 1 %
191N 5 Wan %Recovery U9IN15ILATISUAITNYANAIYUA CSﬂuuzmq LAy AU NYITLAUAIU

WuIW 0.02-1.0 Haansumentansy (7 91)

Sample
Pesticide Fortified % Recovery
blank




(mg/kg) | (mg/ke) 1 2 3 a4 5 6 7 | Average
0.00 0.02 98 | 84 | 98 | 82 | 92 | 96 | 100 93
0.00 0.05 91 | 92 | 83 | 94 | 84 | 98 | 90 90
CS, Tunzaing 0.00 0.10 | 100 | 96 | 96 | 105 | 90 | 99 | 98 98
0.00 050 | 100 | 98 | 104 | 100 | 107 | 103 | 107 103
0.00 1.00 94 | 105 | 114 | 90 | 105 | 95 | 97 103
0.00 0.02 84 | 96 | 102 | 94 | 90 | 98 | 94 94
0.00 0.05 | 104 | 100 | 81 | 94 | 104 | 93 | 99 96
CS, Tuagin 0.00 0.10 99 | 103 | 104 | 104 | 97 | 100 | 107 102
0.00 050 | 100 | 95 | 105 | 102 | 102 | 101 | o9q 100
0.00 1.00 | 105 | 97 | 107 | 102 | 105 | 104 | 104 103

5. aues (Precision)

NANTISNAADUANUIIEIUDII0IATIZA CS, Tunzdae uag Axtin NszauANdudulualg

0.02-1.0 fadnsusiailansy waRIRINITIN 6 1ABA %RSD BETENIN 3.45-7.75 % FI0gnATNINTIIU

fweusuls (AOAC, 2002)




AT 6 UAAIAT %RSD UBINITIATIZHEITRYANALS Chlormequat ez Mepiquat Tuszaing (74)

Sample Concentration (mg/kg)

No. 1123079 AT

1 0.020 | 0.046 | 0.100 | 0.500 | 0.940 | 0.017 | 0.052 | 0.099 | 0.500 | 1.050

2 0.017 | 0.046 | 0.096 | 0.490 | 1.050 | 0.019 | 0.050 | 0.103 | 0.475 | 0.970

3 0.020 | 0.042 | 0.096 | 0.520 | 1.010 | 0.020 | 0.041 | 0.104 | 0.525 | 1.140

4 0.016 | 0.047 | 0.105 | 0.500 | 0.900 | 0.019 | 0.047 | 0.104 | 0.510 | 1.020

5 0.018 | 0.042 | 0.090 | 0.535 | 1.050 | 0.018 | 0.052 | 0.097 | 0.510 | 1.050

6 0.019 | 0.049 | 0.099 | 0.515 | 0.950 | 0.020 | 0.047 | 0.100 | 0.505 | 1.040

7 0.020 | 0.045 | 0.098 | 0.535 | 0.970 | 0.019 | 0.050 | 0.107 | 0.470 | 1.040

Mean | 0.019 | 0.045 | 0.098 | 0.514 | 0.981 | 0.019 | 0.048 | 0.102 | 0.499 | 1.044

SD 0.001 | 0.003 | 0.005 | 0.018 | 0.057 | 0.001 | 0.004 | 0.003 | 0.020 | 0.051

%RSD | 7.752 | 5.886 | 4.679 | 3.452 | 5.836 | 6.142 | 8.358 | 3.396 | 3.982 | 4.847

Fortified | 0.020 | 0.050 | 0.100 | 0.500 | 1.000 | 0.020 | 0.050 | 0.100 | 0.500 | 1.000

6. VAINMAVBINITATIANU (Limit of detection, LOD)
NA@au LOD 99939n19m9333LA518% laauseliiuannan Signal/Noise (S/N) Aosiian
110177 3 Taeyins fortified sample fiszduanududu 0.0058adn5udeRlansy a1nranIIMAdaY
uzahe waz Aztfienududy 0.005 fadnsusedlansuilen S/N w1 3
7. AINAVBINITINTIUINIAU (Limit of quantitation)
nedeu LOQ wesisnisadeufieududy 0.02 fedndusedlandy Tnvduduwanis
VAADUINAT accuracy wae precision B9 uaa9 uaz Az JA1 accuracy agluyia 91- 100%, 84-
105% wazdAn %RSD WINAU 7.75%, 6.14% ANa1AU FatuaNHaNIVAEDU CS, Tunzaing way Azt

AN311508015UA LOQ N5aumnuldudu 0.02 Jadnsusanlansy



9. agUNaNTIINARRILATTaLEUBLUEY
PMNNANIIATIFBUANU I LAUDIITNNTHTITIATILNATRBANANE CS, Tulgae way Avtn 19
walle  GC-MS  wudniimavegeuiidenumuizay  lesduduanuldlivedismenisiigailuusiay
a e‘d! Y dy
Wmesdaunsaasulasiil
1. Working range ¥8433M15053934A51210gluY39 0.02 9ude 2.0 fadnsusenlaniy
2. Linearity Mvhn1snaaeusgluyie 0.02 fs 2.0 Tadnsusieilansu lneden R? 11nndi 0.995

v IS

3. Accuracy (%Recovery) fiszsiunnududu 5 seau €S, Tunzaas uaz Azt § %recovery o¢
Tutaa 83 i 114 Wesidus way 84 i 107 aiUosidus d1eu

4. Precision fiszsuanudiudulutag 0.02 - 1.0 fadnfusieflaniy 91nnsdulne %RSD oy
Y9I 3.40-7.75 tWesidus

5. LOD %94 CS, Halunzaig uay axth SAwivdufe 0.005 fadniusenlanda

6. LOQ Inedudunan1smaaeauaInal accuracy Wag precision Wi uzshauazazindlen LOQ

WU 0.02 Jadnsumeilansy

10. nmsunasuIelUTgUs 9wl

] (%
o0 aadA l

1. eeUjuRn1snguendduansiivanAsanunsadisiniunisnsaasulluldduisuesguly
NINTIVNATIENETREYANATG N dithiocarbamate Tulinuay waldl
2. @ IsnsiilureeveudnglunisiusewieslfURnsauuinsgIu ISO/IEC 17025 a3

'
o [y a

3. DNENBAITNITATIVIAT LI AN INLNNVDIFIUNIFLALHAIUINITINYATUAT 1-8
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