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Development of Organophosphorous

Residue Analysis Method in Mangosteen
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filsegnAuas Steinwandter (1985) wazadpAsduitlaulngld sorbent 109 SAX LAY PSA LAY
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Fintl acetone : hexane (3:7) 33157t 3 afPRTAEATUAET 1 adnAsluiloulanninifin SAX , PSA
182 MgSO,  adluansaia 33n1si 4 afadag acetonitrile uay Na,SO, 3817971 5 Uszgnsa
QUECHERS 194 Anatacedes, et al.,(2003) &fiasiat acetonitrile, MgSO, uaY NaCl sdnRsuttion
“atld PSA ugz MgSO, 33l 6 nslszneia QUECHERS 199 EN Method sifndas acetonitrile
+A8% Simpli Q EN QUECHhERS extraction packet yandeuilongae Simpli Q EN - dispersive SPE
LANTINARES WA 14 6 Brmsfldssinsnmlunsmssamsfsandeldidudonlngy Tnedznagd
12,4uaz 6 HdsrBnEnnlunismsaansfieandnsld 18 ofin anidy azinphos ethyl 330197 3
SseAninwlunisasaaansfiumndnsld 17 1ila anifu azinphos ethyl way DDVP #213an1s7 5

Liid
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nawmpdiasansdn WA uaenrdesiuNInIgINYeIRIAN1IITndNLsEina (U Codex, 1ISO ok
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LAANANTNLI AN umﬂgummmqmLﬂummwwmi:uwmﬂgmmwuLﬁmmsﬂmg AB
MIA9EUAARINAENNTAATIZY (Method development) Tiflusinsgnu innnsmsaaseuminal 14
2993531As12Y (Method validation) LATVNAABLAIINAINITNIENINeHIUTRNNS (Proficiency
) Py A o R am o | P y e A A
testing) Wetflunstiudufadsnmsiinanldlunmesaudnfiaugnaes wluen Wzene 418190
aaunauld evaiurasanannsnuasiestjiRnns (Laboratory accreditation) AMuKNATFIUAING
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1. ieafiednenanans 1dun Lﬂ“?;ﬂmﬁmﬁmﬁummﬁng (Homogenizer) LA3aNsEIMe
A17aza189TlA Flash evaporator, Nitrogen evaporator faLIBM)NgN wivaedandin 5 Al
LAY 2 Faumti irsesidn shaker
2. Lﬂ?@%ﬁﬁﬁhﬁmﬂﬁﬁﬁﬂ’ﬁ 8w volumetric flask, volumetric pipet, auto pipet,
erenmeyer flask, lab bottle, flat bottle flask LAz glass syringe 111A 5 NARARS
3. dnslpflafin Analytical. grade 1Aur acetone, dichloromethane, acetonitrile, NaCl,
Na, SO, anhydrous, acetic acid, MgSO, anhydrous

4. @il pesticide ‘grade LA ethyl acetate, dichloromethane, acetonitrile,
trimethy! ammonium strong anion exchange (SAX) , Primary secondary amine ( PSA)

5. ansefid3agy/laun Sampli Q EN QUEChERS extraction packet tlsznausiag MgSO,
4 nF NaCl 1 n3u sodium citrate 1 n3u disodium citrate sesquihydrate 0.5 niu WAy Sampli
Q EN dispersive SPE kit lsznatisag PSA 150 HaanTd Mg SO, 900 HaAniu

6. asamrgungueaimiudeanaia 19 7iin 1Aur DDVP, mevinphos, dimethoate,

di,azinon, parathion-methyl, fertrothion, pirimiphos- methyl. malathion, chlorpyrifos, parathion-

ethyl. pirimiphos— ethyl methidathion, prothiophos, profenophos, ethion, triazophos, EPN,

phgsaione tLﬂ” azephcs—ethy
7 Lﬂﬁ"ﬁx‘sﬂﬁ’%ﬁ'&tﬂ?’?"ﬁﬂ‘}?ﬂﬁﬁﬂﬂ’w Gas chmmatagraph (GC) *mm Fiam Photometric

detector (F PD)

T e e




tramsYfUeione Yssdovilssan 2553
LN )

38019
1. Lm?fﬂmmm:mma’mLmemmwmwmmimmgmn@jmm?miuﬂ@@ﬂ@?@
19 98a INAd RNz an MNNIRARNTALAENIMTFIULALA LAZATAZANYNINTIY
19uA9e GC Niliamsaadaafin FPD 1iennen Retention time 189473ufaZfa LAY sequence
d v e 4 5
28941711 chromatogram niluasazanunInIgIUuIIN Lazasfiavlfuaniazaeaeses GC 14
AFuaNANAUaENTALAL
2. WTUNANTAZAIBNIATTIUINTRINguanin1 TunaaneSa s iy spike mixed
standard solution Az matrix working mixed standard solution
aa]
3. NINAKALATNNT
%11N17 spike mixed standard solution WA udw 0.5 Tadniuseilaniy adly
o 1 ar d' 1=t d’lj 1 'S ar o aat 90)
atadigenlilinistutewresansngueainluneanada innimeaans 6 A8N197 8 5 11
Tneifl control sample (1316 spike @13) way control blank wiasug hiugoeened spike ynasnas
4. FEnsAlFlummesey
4.1. 38059 1
14351 lszansaes Steinwandter (1985) Aail

|
e o ¥ s

1) 4 mgmqméﬁ 25 n¥u lu lab bottle U7A 250 Radans
2) BN acetone 50 NaRARNT 1lufiae homogenizer ANISILsvsNRL 13,000
t =i =
S8UABENT WA 1 U
3) LAY sodium chioride 8 NFu kae dichloromethane 40 Raaans Tudn 1 19

4) mgsazatadaulali lab bottie 7l Na,SO, anhydrous U710 30 nFu

Fanal¥szunne 10 wd

5) wivarazareisaetinen 50 Hadans inlamBumsauieund Uinunsst
5 aARMT Fag ethyl acetate (PR)
6) thliAwmevinalanldisies Gas Chromatograph Tiia Flame Photometric
Detector (FPD)
4.2. 38nsh 2
msdinl43aLssansues Steinwandter (1985) m%@éqﬂmﬁﬂué’qﬂf“ﬁmsﬂizqnﬁ ‘
188 Kobe Quarantine Station, 2004 .

n. maanaldgiszgndves Steinwandter (1985) masiia 4.1 35n0sdl 1 4n 1 edie 5
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Wulnaudnatenaalu glass syringe lnaussaniealusiog Na,SO, anhydrous
Uszanns 0.5 nfumtusae SAX : PSA (1:1) dFunnd 1 nfu uarflaviuday Na,SO, anhydrous
reunnd 0.5 niu

2) @414 column gl acetone : hexane (3:7) 5 NaAAAT

3) uilanrazaufaadie 2 Jaddans winnd N, Hudsudiazanasae
acetone - hexane (3.7) 2 Hadans wild column sasiuimvsedae acetone : hexane (3:7)Bn 10 Andams

4) ¥rsrraratsisaciuld lanUSunmsawieuutinazdiuliunns iy
2 Tind@ms &ne ethyl acetate 1l inject wises GC 1ila FPD

43. 330159 3
nsanaldialszensdaes Steinwandter (1985) afnauiloudan sAX, PSA

uaz Mgso,
n. nsana 1E95Useynsfues Steinwandter (1985) aude 4.1 33097 140 1)

il 5)
9. nerdeRalutiou (clean up)

1) pagnsazatasivatinenn 2 adans 141U woe 7l PSA 50 finfinfu SAX
50 18ANTN MgSO, 300 Nadnfu ukathldiendae vortex 1 W
2) 11114 centrifuge 4,000 saUsAUT 11U 3 Wi
3) geansazaedaulalaesn GC vial ity inject widas GC1iln FPD
4.4 38099 4
afiafag acetonitrile uas Na,SO,

1) defetinienm 25 n3u lu lab bottle 1WA 250 NaRART

2) Ay acetonitrile 90 RaAARNT UAY Na,SO, anhydrous 45 n3u g ndas
384 shaker AT"3\T7 350 saUFRYNT W 10 Wifl

3) naenIu Na SO, anhydrous

4) wig1razaiusaaineg 50 1aAans avlu round bottom flask A7969E
acetonitrile 5 fadans 2 Ak thlianBunms udaufuiumsd 5 Taaans fae acetonitrile

5) wivansavaronn 1 8afdss W ldudedng N, wazdfuliuamsidu
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n. AN9ANA
1) %ﬂﬁq@ﬂwﬁq@m 15 nfu Tunaen centrifuge tube 1WA 50 NadART
2) AN 0.1% acetic acid lu acetonitrile 131t 15 iadans NaCl 1.5 N5
LAz MgSO, 6 N3 Taqn wendiaile 1 w1
3) tiltiedne vortex 1 Wi waasinnng centrifuge 7 4,000 3aUABUNT
WU 3 U
9. msrdadauiiion (clean up)
1) gagnsazantla 2 1adanT 14 centrifuge tube ﬁuwaﬁfm MgSO,
anhydrous 300 NaANFu waz PSA 300 Naaniu
2) Upqniagindnsile waziendan vortex 1 W
) il centrifuge 7 4,000 saUREUNTNY 3 W
4) wdsansazanaun 1 wa. W liussdng N, wazlfuiBuneniu 1 Saddns
A28 ethyl acetate 1 ly inject 13es GC 1im FPD
46. 38nsN 6
n1sUsrensi5 QUECHERS 984 European method — EN 15662 (2007)
. N24NA
1) %@ﬁq%&mm@m 10 nfu luvaen centrifuge tube 11419 50 WA
2) WA acetonitrile Usunnd 10 Haddms Unan wehdaniie 1 und
3) WAx Sampli Q EN QUEChERS extraction packet l2ginsiagiile 1 117
&1n"s centrifuge 71 4,000 saUANNT WL 5 WT
9. nsadpasluiley (clean up)
1) geasazate 6 Hadans 1@ centrifuge tube ﬁmﬁﬁgfﬁqa Sampli Q EN
aispersive SPE thltliutndne vortex 1 117 u&avinnns centrifuge 4,000 saLIAUNT 11U 5 Wi
2) AARIIATAILAIULU NTAIHIN nylon syringe filter 0.2 lulasiums
3) udeansazanela 1 fadans whliudedas N,
4) dfnlFunni 1 Ba@ans fos ethyl acetateldaam GC vial 17l inject
#3849 GC 1ilm FPD 7
dmsuannenisldenaeaeies GC 1iin FPD 1@71mmﬂmmﬂﬁuﬂmf;zﬂ'}ﬂ‘ﬁ .
LUANEABNT wimmfavmﬂmmwmmvﬂumﬁ 7
me GC 7ila FPD fivie Agilent 71 6890 ; ,
Column : DB 6625 *zxmﬁzz’ﬂ’ummﬂnm\i 0.32 mm #17 30m m?maﬂwm 0.250m

inlet . ¢ mode: sphi ess temperatire 2500 C, pressure 11.11 Psi

 Purge flow 70 mil/min, purge time 1.00 min
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Total flow 75.7 ml/min
Saver flow 20.0 ml/min, Saver time 2.00 min
Gas type : He
Detector temperature 250° C
Hydrogen flow 150 ml/min, Air flow 110 ml/min
Mode: constant column + make up flow, combined flow 60 mi/min
Make up gas: N,
Oven : Oven program : 70° C (3 min) 15°C /min 120° C {1 min) 15 ° C /min
. —> —

250° C (6.33 min) 15° C/min 260 ° C (12 min) run time 35 min
——p

Carrier gas: . He. flow.rate 2 mi/min
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P37 1. aniemeaesLszAvEnmeeditiineingueaimluneanesalulinn 6 38019
389 1 380 2 38 3 387 4 38t s 380
Tlaas % % % % % % % % % % % %
recovery RSD recovery | RSD | recovery | RSD | recovery RSD recovery | RSD | recovery RSD
; _DvP 93 1.03 96 9.28 50 19.44 86 3.42 99 5.38 100 13.41
E 'evinphos 89 5.22 99 576 88 3.16 85 3.93 97 7.81 85 3,66
Z methoate 99 2.8 81 2.68 84 2.57 82 3.98 80 8.97 86 4.86
Z azinon a0 5.19 106 3.82 84 3.09 79 4.95 107 3.45 96 375
=zrathion-
~2thyl 93 0.59 100 3.71 86 2.23 87 3.67 107 4.78 101 4.69
=znitrothion 91 275 104 4.79 86 2.66 84 4.2 109 3.27 98 4.1
= ~miphos-
ey 94 0.89 101 2.86 87 25 88 3.92 110 4.01 100 4.85
' aathion 9 1.81 104 4.24 88 3.08 89 4,17 108 2,12 71 1.9
Z - sroyrifos 80 1.89 93 4.96 78 1.93 87 417 110 2.01 94 4.36
=z-athion-ethyl 92 0.59 101 3.93 87 221 88 4.12 118 2.8 102 4:01
= - mphos-
=, 91 2.54 104 4.38 87 2.74 85 4.15 119 2.34 98
'zindathion 95 4.68 101 451 83 2,95 90 9.69 94 477
=-z:mophos N 0:92 104 3.66 89 3.28 88 38 110 2.34
=-z*enophos 90 3.45 103 4.3 87 2.21 87 4,02 98
Eiots 92 0:59 102 3.81 88 2.63 88 4,42 116
“-zzophos 89 4.72 101 4.55 85 2.68 85 4.36 93

nsmuIAsnslarsdansfiwandengueainitunaavesa 19 1iia luian Taeld

7284 Gas Chromatograph (GC) %%i# Flame Photometric Detector (FPD) 5ANY53LATI W AT RBANA
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SLHIAAVIITAUAIINILLNAY 0.5 Aaanfusanlaniy 919 6 95013 TR

280199 1 Wludinsdszensaes Steinwandter (1985) Tagld acetone, dichloromethane

a2 NaCl lunsarin 18 recovery Tugaa 80 - 99 wesifus uay RSD U949 0,59 - 522 Lﬁﬂﬁ*mu

el = or el o
WOV 2 AnpIletanUIEY

e

£ "4y azinphos ethyl WA recovery 1@t 139 wWafidud ( ssnd 1)

o

7

1 adafetudlow Tneld sorbent THp SAX PSA (1:1) Uay

=268 acetone hexane @) 14 recovery iigine a1 - 110 o s uay RSD lutne 268928 ulesidud

401 azinphos ethy 'me recovery At 145 ulofifust (A99f 1)
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ar

A8n37 3 afpABIRLAALIET 1 adhFadueulnanisfiu SAX, PSA, war MgSO, adlu

8

asanalsl recovery Tudne 78 — 89 wefidusd way RSD g9 1.93 - 3.84 wafidus andu

azinphos ethyl Uaz DDVP 1A recovery 1a@e 70 uaz 50 lafidus muansi (an3ed 1)

18n139 4 afiaday acetonitre uay Na,SO, anhydrous I8 recovery lutng 79— 90 ulafifud
waz RSD uta4 3.42 - 9.69 wafidius anidu azinphos ethyt 18e1 recovery lads 42 Wafifus
(A1979% 1)
=
B

raa

33057 5 UszgnFas QUEChERS 984 Anatacedes WAYAIME ( 2003) aAmAns
acetonitrie, MgSO, WAz NaCl a§pAsutioulneld PSA way MgSO, 1 recover y luga 80— 110
wefidusl uaz RSD lut9e 2.01- 8.97 wWefidiusl anfu parathion - ethyl, pirimiphos- ethyl waz
ethion 18 recovery 1199 115 — 119 wasifus (ﬁm’wﬁ{ 1)

3197l 6 1srynd3 QUECKERS 189 European method - EN 15662 (2007) 14

recovery lut99 71102 wafifusl waz RSD lug29 1.90 - 13.41 wlafidiud anfu azinphos

ethyl 18A1 recovery e 60 Wafidud  (a1519% 1)
CODEX (1995 ) Anuuminausinnstaniuan Recovery svduaninidiutu 0.5 Dadniuse

e

Alansu eglutas 70-110 iwefifud 33n19%s 6 33 Aeildss@nininlunisiiasydansngy

4
1 % o’

aasn1luneanealsdudaulunl aniu uneanswing

&

o o a oA o Yy
¥ 1fn recovery A1 vizaganutweaaniuls
Tnamwudn a130nAT recovery Tisnwuinmusiunnfiganfe azinphos ethyl  &115LUA3ANR 3 Wudn
Y !
DDVP fe1 recovery Taeiniincust
dj P ey = ' L % 3 -y o o =al c:i
weufeufien ABnslinnzianfissndengusain luneaaialussnn 33n1sfi 1 Toe
Waslszanduas Steinwandites \hiAan il unnsedndelwitleu #9iu matrix coextractant Lt
¥ 1
& @17 tannin waz 879 soRTeansau lulsan azgnafneenunfan anasinlilss@nannaeq
. 5 o 3 ~ 9 s
capillary column amupeas 218013 1HNUAUAY LAZEIATLNIUNITATIRANIREANAN TR uat)
( Schenck et al., 2002) 421380197 2 uaz 3 1 {ABHTINNg adpFatudlen arsafafildaediaTidaan

ioma ol = = e = P ~ >
2798097 N LL@?JLNELIG‘EJULWETJ?ZHXLQ@’\ LL@::W]SL“M’\‘EJGLummLMT;:ﬂ 8NN 3 QZI%LQ@WLLﬂg

2 i

i PR = e e w Y R o o PP o
#nenndd 959 2 980199 4 {Wudznmafindog acetonitrile Faflumniararefitacadiu
agun M A3ma¥l 5 uay 6 Wunisdszand 33 QUECKERS wsdanashi 6 axld anniad
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