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unantda wialusludiduassn (Fumigant) é’awquﬁﬁﬂmfhNﬂﬁ‘lumstﬁu%’ﬂmﬁnaﬁﬁqﬁauuaswé’wsmqq
ﬁauﬁwaamﬁwﬁmLﬁaﬁﬁmmamazﬁmgﬁw Lil"aﬁmsswgmmﬂﬂ%ﬂ%ﬁﬂﬁtﬁﬂmimnﬁ'wwmmsé’mdwﬂugﬂwaq
Tusludaiiunsg (inorganic bromide) 5qlﬁﬁwuﬁiﬁﬁﬂ%’uﬂ$mn Stijve method 1¥l#5ianzviUSinamanue
°11aﬂuﬂuﬁaﬁuw’%ﬂuﬁnmstﬁammaauQmmwﬁnmsﬁmumisumsﬁqna'n Tusludafiunddluaiaegagmans
fuaudrazannsaazarseansnluhiiianziunse wasUjAseniu propylene oxide lvidusywus
1-bromopropane-2-ol (@ 2-bromopropane-1-ol LLé’Jaﬁ"miﬁ'ag"luehuwmé’fw‘hazmtlﬁuw%'ﬁl,ﬁammﬂ%mmﬁm
wisauialasnTnnnilafiolalassdd (GC-pECD) snsaanaiaanslusludeiunidlasiiioniaeimansany
(limit of detection, LOD) waziasnazasmsiadasina (limit of quantitation, LOQ) 7 2 was 5 Naan3w
danlansy muaeu Taaanuuly (accuracy) UEMIRBAIRAAEYDY %recovery 152U 5, 25 WA 50 AaANTNAD
Alansa e neduuuldansinaspumeuan (external standard calibration) Wiy 96.9, 93.4 UaZ 94.3% M3l
seu waztileld s-bromopropane-1-ol lumsinziuuuldmsanasgumely (internal standard calibration)
WNAY 94.5, 89.2 UAY 86.9% MNANU HANNTiEUEasdIsa HORRAT vasni 2 s‘?;qagﬂummsﬁﬂaaﬁu WO
ezdiiszeu LOQ ﬁqaaqnicﬂlsjﬁmmu,mm;hmhqﬁﬁ'ﬂﬁﬂﬁ'ﬁquaﬁaﬁi:ﬁummL%'as‘i"u 95% (OC = 0.5) HANN
Huduaseuaziamsienz (linearity and working range) Tuzne 5-75 fiadnSuaeilandy feduuszans
anaunuszasilesdy (r) Wy 0.999 3’5ﬁﬁ'ﬁumﬁyﬁqﬁmmmmzauﬁazﬁmﬂ%‘lumsmaaﬁLﬂswzwﬂuﬁaqﬂﬁﬁaﬂWi
LATEINITOIDNTUAININTTIUMNAINMWUAYBIAUZNTINIDNITDIMITIzWINYSzIna (CODEX) waziszne

NIENTNNFITUGY (AUUN 361) W.A. 2556 (340IMNINTANINBANANN 50 HadnTueanlansn
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Method Development and Removal of Total Inorganic Bromide

in Rice by Gas Chromatographic Technique Weerawut Wittayanan et al.

o

Unu

witalusludfuanssy (fumigant) ienilsiGuiinsnumsldnuadusndle w.a. 2475 fivszme
H5aaa® lasnniiannadlufeiigavafiung Lifdusznau Tudal lisside denusansounsndug
adasiiis Seflsnlddastuuasidaunasazdaildlunnszazmadulalddawuduluiuaoy
mitwwﬂgﬂLLaﬂ‘ﬁsuwﬁmﬁmsﬁmqm‘smw{luﬁgumaumiLﬁU%’nm ADUMIIUTUALMTIONNINLHEA AU
u awnsuasieiiined uaslisulasahelinoumstanasummaiiallasiuusasiofuiald® ? duase
daauaziannmmelaranuszmedssdalsauazfiufivaaszuulszam luszozduaziionms laud
tha aauld ondeu maduiiveshadauwauinliiiusume n mnemsguusienatauddia® o "

Uszinalnesidwialuslud (asiden) warluguaswanzaaniialusludnuaaalsiaiy
(methyl bromide+chloropicrin) Tuzas w.6. 2550-2555 Usanauade 357.69 uas 103.85 Gudadlmuaeu
Faanacanangnialiiigduanesiion 3 munssneiygaingsuansmuanlasnsninmanyes®
wasihimsiwanmeanniagauamememainsaslummaiissyluin@ivanees 1 Ussmeanssnaenssog
(AUT 361) W.6. 2556 (399 1NN GSRBANAN (RUUT 2)© uaiiasndszmdlnalalidnentushs
Hlumgandniiaasuaunsans (Montreal Protocol) enamsunilastuussenmelalzuiioll w.a. 2532
lidanficmuiusnsd fa muaulSmamahdhaswialuslud daued we. 2545 LiliAussdy
AnasasUsnumslduadd w.a. 2538-2541 wazludl w.a. 2548 TWanasdasay 20 uazanidnmsldmely
1t w.el. 255800

Usznalnenfugudo guslne uazidieandnnelvguedlon tadnnammwessndnsasiadu
ﬁaﬂﬁmsmﬁa’lﬁuﬂm&lumsmuqumeﬁmgﬁwé’qmsLﬁmﬁ'mtl,amwiwﬂﬁwudqLLazﬁ’ﬂﬁmﬂwﬁn M3l
Mssudnanmmmeasaniiiiemsasauuasandnagluglaasanslusludaiiunidiannsoanainney
Tosmsdaauaznuadenzieionios X-ray fluorescence”” Tagi5 neutron activation analysis"®
1083 selective ion electrode™ upnNLEIiMInNTIAmEAIsIdalasIN TN (GC) wu F3Tiwann
2ulae Mitsuhashi® ™ 1ila w.¢. 2530 Tngdasntmomaudihllunlidudroumsasniencd
deadasudalasinInnny (GC) Fammilinunauidudey gunsalonaioneriiafinegs ldmlums
anVIANRNY wasiiTaiaEateuszizas (specificity) 39lahmswanndsdenziuaznms
nasaurnNgndasasisiiialilumsmuauanmwsasinasinmhglulsanalnewssfomuaaunsal
msanaaslusiudaiiunid lagliHisienzduasiaslfuinsdndisnsananannasmindaggues
armnglsU"® (European Reference Laboratories, EURL for Residues of Pesticides) waARHmMaa
gmaua’lﬁ' Codex Alimentarius Commission Sutiluifuuzihomu CL 2005/52-PR, December 2005,
CX 4/40.2 Humsanadenzinanddsfinamniules Stijve’ Wa w.a. 2524 Taamsvnliluslue
aﬁuw'%si’ﬁmﬂﬁwﬂ,umﬁmﬁ'nmnﬂuaqﬁuﬁ‘lugﬂwm 1-bromopropane-2-ol Waz 2-bromopropane-1-ol
AaumsnnRieNisnamenias GC-puECD eansannadnnsdldetnnadiuaziianusmnzmzas
g«ﬁmmnagﬁuﬁ'ﬁlﬁ%ﬁaamﬁﬂ A8 1-bromopropane-2-ol 8z 2-bromopropane-1-ol LazNdHTEIU
Wy 3 de 1 w@we (il 1) inlduamdenzifiidsdelealinasndaeiasiialumsasiabudu
fidugauuasiinmung

MN5F5NTHANNANFATMTUNNE

== U 57 atun 3 nINYIAN - NUENE 2558
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Toswmatiauialasanlnanil AT IMEUUN - Uazhtie
H =
HEr I - B
o H XO\.O‘H w OH HO
< > o 1l + il
o] Er Br
— 76% 247,

AN 1 U§A38n nucleophilic addition %ila SN2 284813 propylene oxide fitflu enantionmers (R, S)

v
o [} v

Aulusludatiunsdluannznsalilalbiwas 2 sllanidadiu 3 da 1

359181989° 6asld 3-bromopropane-1-ol Wlussuasgrumealu (internal standard) dwsu
° a PR 3 P2 o . P v v @ o~
MIMUIUNE MNeNaaelFaNuiiasnniesad internal standard aziilamadaununuiesasans
naula Mm@ NeiLuu external standard calibration §13N30805z8zNIMINANZA Uszndamsialiuay
Mg JmMmsnedgauaNNINeHAYNNEIATEHINMIAUIUNGLUL internal standard calibration
(ISTD) nu external standard calibration (ESTD) #15:@U limit of quantitation (LOQ=5 Jaan3iuee
Alansy) anmsanamsaasuuuliianuuandsagelitadagmeadfnasnsesaiumslyd internal
qg' 2= = =l = o ] a o v ] v & [~ [ a

standard uannniilad@nwidsauiiaumsiasauaagnlasnisienziaiadamnasninaanuyiie
dﬂ' = = | S a = e‘nﬂ' v [~ Vv nﬂ' J v 1 vV %’ vV |
nueszdae dnnmsandsunalusludeiiunidnanmeluadamasnanmean g laun mssahmedsunm
UazNIUATINANAY MItAUTguu sy maamzusinlinnaee g du tiafnnnsesd wasiive
[ E Y a o Y a v d _a o o 1 4 [
WudssTamiaauslnalumsmlvddsmnamsandnzasdusludafiunidanasnaunmsmednuazUanans
@amsuslne

mimﬁuazmimmgm
§1301035)U : potassium bromide (purity 99.999%) U5HN Merck KGaA Uszinetgasuil
@sad ethyl acetate HPLC grade, 3M sulfuric acid, 3-bromopropane-1-ol (for synthesis),
ammonium sulfate (for analysis) ttaz sodium sulfate anhydrous (AR) granular 216 12-60 mesh
(Lmﬁ'qmw{]ﬁ 600 DNFLTBLTE WU 4 %"'J‘[m), 1, 2-propylene oxide (for synthesis) Lﬁ‘lJ"?ll(ﬂé’lﬂ’j’l 11 aNFN
walded lHesew propylene oxide solution Togazane 1, 2-propylene oxide 4 N3N W3aUSNINT 4.8
findansluhnauuasususinesilu 100 fiaddes Fasdashmawienlwideumsldnunnaie

MIOIVNAITAZAIININTFIY

1. potassium bromide stock solution: t@3euasaraeAnluaNNENTUYDY bromide ion
1,000 lulasnSuaiiaddng Toamstaans potassium bromide 149 Haanu azneluthnay 100 1adans

2. potassium bromide working solution: t@3snansazamedniuaNNNTUYa9 bromide ion
50 lulasnSudaliadans laansi@aae stock solution 5 fadans warUSudsinasitlu 100 Haddns
Frenhnau

3. internal standard solution: 138919 3-bromopropane-1-ol U3aa 0.637 Hadans (LNu

a aa

1 N3%, density=1.57 nSuGBNARNNT) 018 ethyl acetate IUATU 100 NaAANT LNBLAIEN stock solution

NIEINIHINENANFATNTUNWNE
U 57 atlun 3 nsngan - AueNaU 2558




Method Development and Removal of Total Inorganic Bromide

in Rice by Gas Chromatographic Technique Weerawut Wittayanan et al.

WANNUUIN stock solution USuas 1 88805 WN@DINAIY ethyl acetate IUATU 100 Wadans LNBLAIHN
working solution (¢vnNU 3-bromopropane-1-ol Wxau 100 lulasnsunaiiasans)

wa3asiiauazgunsel

tw3psuailueIns (Waring Commercial, Model: HGTWT), 10399%3 3 enuwii shwsusasaaehs
wae 5 GhLmﬂqﬁm%'ui?qmsmmgm, micropipette, liquid dispenser, screw cap glass vial ﬁﬁ PTFE/
Silicone Septa 2419 60 ml, (glj'LL?.iLl,"fI\‘I -15 a9FBaLded, certified volumetric flask, shaker, GC- pECD;

Agilent Technology 6890N logld analytical column: DB-Wax, 30 m X 0.25 mm i.d., 0.25 pm

MSLAIBHAIDEN

iheehadmamsnnussyiaeiane 5 Alansu segnuanliluiiodenny udaduddunh q du
duatNaIsIhNANHENIUBNATY uaBtulaagUszang 500 n3 Tdlugawaadnlaatinluny
N a v = ' v & = Y & o v Y < s
Ngauniiennd -15 avFnadisd agnas 12 Ml ueszdaaliiluiisldginudenissuatuems
TWfisunadnni1 20 mesh Fauteainde Matay 2 n3u ey analytical portions waz@IpeaNE

lildhiniensizgninusnw luguduaeiigamgiionnd -15 aseaides

35AEH

m'iaﬁ'ﬂuazmsﬁﬂﬁ’t‘f]uagﬁuﬁ (Extraction and Derivatization)

N9m38N calibration solutions

LG¥ potassium bromide working solution USanat 0.1, 0.5, 1.0, 2.0 L8 3.0 H8AIAT WIBLINAU
bromide ion USaeu 5, 25, 50, 100 waz 150 LlASATN asluthnau 7.9, 7.5, 7.0, 6.0 LAY 5.0 NAAINT
auaeu ialilaUsunns s Gadans alu screw cap glass vials 2110 60 NAAINT UATLOIHY
method blank Tasmsiininnau s Haaans tileeathadien

s ldiueyius (Derivatization)

1@298%917 2 NSN (analytical portions) anldasly screw cap glass vials 211@ 60 ml

v J
a ° [ a

Wanay 8 fadans Uachuaudeegl 20 Wil 11epaNuIIFIRENUEWABANUTIINTNATTIY

v
= o

@3 calibration curve ¥LGN propylene oxide solution 5 188309 waza1sazans 3M sulfuric acid

A _aa a g 2 vd a v & <
1 4RI ﬂﬂ&l“"ll‘c’ﬂlﬁ'] i mh‘wqquuwmmunm 1 °Zi'JIN\1

nsanm (Extraction)

L% ethyl acetate 40 {93375 Uaz ammonium sulfate 4 n54 a4ly screw cap glass vials a0
M3Le38) calibration solutions wazmsIviluayWus (derivatization) weharsiiailunm 1 Wil
%3991 ammonium sulfate asaNENNA WaLMNME shaker ANNISY 90 spUADMNT (Tunan 20 W
Lﬁu%y'uaﬁazmﬂﬁuw%s‘f (organic phase) euuu mﬂﬁ?uﬁwmiaﬁ'ﬂwméhaaiwu,az calibration solutions
1 finddas Tdlu GC-vials Auhaandremsiiiu sodium sulfate anhydrous (Na,SO,) Uszanm 0.1 n3u
a9l GC-vials @% internal standard working solution Usua 100 lulasans atly GC-vials Apuih
Taarhieiss GC-UECD T,ﬂﬂhiﬁ'mshu%gumaumiﬁﬂﬁ'u%qw%{ (clean up)
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msnaMTIeneitazmsaaUsinalusludaiiundgluings

= a a % I'd
ol 2 990 ety wazane
Toswmatiauialasanlnanil :

msaniavsinalusludafiunidmainias GC-pECD

THadeaiia GC-uECD Tagilaaziadasiia fail

column: DB-Wax, 30 m, ID 0.25 mm, 0.25 um film thickness

temperature:  injector: 220°C, pulsed splitless mode,
oven: initial 50 C, hold 1 min, rate 5 C/min to 140°C, rate 30 C/min
to 180°C
detector: uECD with nitrogen make up 60 ml/min, 200°C

flow rate: helium (constant flow): 1.5 ml/min

injection volume: 1 pul

mamnudIna

anuENTuressasiinsany muwalesldinaiie internal uaz/wia external calibration
W3suiiguiu calibration curve (AMNBNTL 5 526U) MAFNAMSAUATI Y = aX + b USinasdshinsrany
(FadnSudanlaniy wislulasniudaniy) whiu (Y-b)/2a i X @a Ysinassinassiu (lulasniu)
Y denuilldiiazasnsnasgiu a Aernuduzasnawinassu 2 de Usinagmasildiensd (n3a)
udz b An IAAUAU Y

MINAFIUANNYNEBIABNTY

msa%aﬂﬂwmmgm (Calibration curve)

ihasazaefilannmsaden calibration solution a9MnIWMAITIUSENINANNENTUAY
Wuildite TosUsinaesTusludaiiundddanammasiianadasayius snunaumeduiszansanduius

2a9leSdu (Pearson’s correlation coefficient: r)

M53tA31:% Method blank waz Matrix blank

¥ method blank TagduiiumsmuisiiilueyiusiuasisatalasldmaniinmualasUnann
fMaENaUaz matrix blank lagaiiumsmaiddmvidusywusussisana (8 ) Toeldehathafiuinans
Alaisimsanswaslusludafiunid Mmiinsns193tesew method blank was matrix blank 1fieAs19a0U
msiumu‘ﬁ'mmmnﬂm‘sﬂuﬁjauwmmsmﬁLLazﬁnﬂqﬂnitﬁ‘ﬁ'ﬁ%ﬂmm‘jwanszmu&iamamﬁmswﬁ tilatlaaniy

ANNHANAINYDINAMTILAIEN

NMIMAANNAVBINITNIIANY (Limit of detection, LOD)

o

i LOD mndasiaaadallil Ssusnmmuae LOD Tasmupanndyanawes spiked sample
blank Tagtinansinasgiuiissau 2 faansudanlany 9 8 % AnueidsauuInasyu (standard
deviation, SD) us@muiua LOD :nanms LOD=3SD

A5ilaaarune LOD mﬂ'«gmm‘"ﬂwmﬂsw*vmwmgmﬁ w3gulagld sample blank damsasiansv
asgulegldis simple least squares method ﬁi:é’ummLﬁ'uﬁ'uqﬂﬁ'mwmﬁaashqfiaui’m Tagls 4 szau
anuidnduda 2, 5, 10 uas 25 Gedniudanlondy ssduas 3 1 sunamdsuuNes LYY Yintercept
(SDintercep

d‘ o d‘ v 3 ac = = a ° 1 v o
tN® x=0 uﬁNaﬂlﬂﬁ]’]ﬂ‘YNﬂ'ﬂﬁ’JﬁN']LﬂiEI‘UL‘YIEIULLaSWQW‘ijﬂW%u@Iﬂ’] LOD Gl']Nﬂ’J']NL%N']%ﬂNGIﬂﬂ']iHWIﬂ

) MFUMTN 1 uddnud) LOD nnaumsi 2 1089 v, .., AodQNUNEIUldULUNY ¥

T
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SDintercept = Z (yi_yA)2

(n-2)
........... NN 1
yi #a mdyanansunnesas GC-pECD mnaliiiluliadnsuaanlansu
yA  #e erdnananmsaziluvunnwinasgiu
A9 INNUIATEAUANNNTUVUNTININIATTIU
LOD =Yy intercept + 3S:Dintercept
........... annah 2

MIKITAPNAVBINTINTIUIHI (Limit of quantitation, LOQ)

mMuuam LOQ Mnwnast LOQ viasniwiklududin (LOQ<1/10) 2a3asnds (target value)
Tosdr MRL #imvualas CODEX vaslusludafiunidluinida so daansudanlansy dudud LOQ
Toatdnasnnsgiuluaind19d1ias (sample blank) AseduanuuTy 5 daansuaanlansy
AATIIUIL 8 1 udIuIn %recovery Mwuanaisaniuagluteiasas 80-110 usr HORRAT
(Horwitz ratio) mvuatnasiaaniumu AOAC, CODEX waz EU feiasndt 2 nanmsi 3

RSD
HORRAT =
RSD

observed

expected

.......... gumsh 3

MInaFauANNEUEEATILezENNITIATIEH (Linearity and working range)

@n¥ linearity @4 calibration curve Iﬂtlm'iLGI%EINﬂ’limGl'ig‘liéﬂ’l’ﬂﬂ’ilﬂﬁilﬁiJﬂ%ﬁﬂ%N'lmGl"N il
5 9¥AU laun 5, 25, 50, 100 waz 150 lulasniy WiumsnlnmedlueyWus 1-bromopropane-2-ol
ae 2-bromopropane-1-ol ﬁmmsmmgwmﬁwm‘%’m GC-pECD muamaxmémﬁaﬁs:qmwmﬁ'uﬁua::
s 1 FanPHmesPusEIa NIt uiuiuildiamuamadudssandanduiuseuiesdu
(r) MPUANUAYBNSU T AAININAT 0.995

@nwn linearity #a3 working range laamsiinasinasgiulusludafiunidludagieinms
(sample blank) fisz@duanuEndu 5, 10, 25, 50 uaz 75 Aaaninaanlansn IensWszauas 3 0
annvinaspusewinanududuiiduadludagiuanududuiionany mwamedulssans

andunusaaadesdu (Pearson’s correlation coefficient: r) MUUALNMIIEBNSU r IMNINAT 0.995

NMINAFIUANINUNU (Accuracy) wazANNEIE (Precision)

s snasgiuluaiageinims (sample blank) fiszeu LOQ, 5 x LOQ waz 10 x LOQ
femaududu 5, 25 uaz 50 fAaansudanlaniy muaEU SeNTistaua 8 1 U % recovery,
%RSD waz HORRAT laainausigansuanauiy (accuracy): mean recovery 80-110 % Waslntuigansu

ANNLNEN (precision): HORRAT di@aiaani 2
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msnaMTIeneitazmsaaUsinalusludaiiundgluings

= a a % I'd
ol 2 990 ety wazane
Toswmatiauialasanlnanil :

msusziinaanuliininaurain1siasey (Measurement of uncertainty)®
msUszdiumenuliuwiveuraimsiaamilidaumasanubiviuaunnounas asiumanu biviuay
MUNALAT MU AN LD UYENNTEAUANNTRNY 95% TUSINUETANUMINUNNMIINATER

loe GC-pECD wazenmualaanaila calibration curve

msnmaaum1Nﬁﬁ’aéhﬁ’mumqaﬁawmmﬁmswﬁﬁsxﬁu LOQ (5 fadnsueanlansy) sening
mAeNsiUSnalasis ESTD nuis ISTD?

Qmé’nwmzwaﬁ%’iLﬂswzﬁmlﬁ‘[mamsﬁwwaﬁlﬁmnmsﬁwmmﬁszé’u LOQ (5 #iadnsuaanlansn)
289MFIANHUSINAURIEHE ESTD waz ISTD lumsiteszasadiensy mmsussiiudiags (mean)
warAANNKWU5UTIM (standard deviation) agadd ‘[ﬂﬂ“fl'agaﬁg\‘lamﬂqngmhmmaaummﬁﬂ'ﬂﬁwﬁiy

MNEDH NadaumaNNulsUsIuAY F-test aznadauaadeee t-test

asAnmnsanaszastsinalusludaiunidluadagnamsiiannizen 9

SieneivsinalusludaiiunidiandsluwdasnasaianaudaSsuiauivriinuaazidon
WisuisuUsinamsanasasSinalusludaiunigluinmsimne 2 ndu fdumsardiahnay
WU 1 §19679Ehe 1 RS9 @AehnaY 4 T1858R5 LUUT 2 ddIethe 2 %1 dIEhnaY 4 183aAS Waz
Wi 3 $adhage 1 ad mehnay s fadaes wWisuieulnalusludeiivnidlugnasidiulii

1 [
Vv o a

aaungiannd -15 asnuades nuimssiilalingaamaivieadunm 7, 14, 30 uaz 120 u MNEIGU

We

namsansmsanTienzilusludaiiunidars GC-pECD meldammsimnue @ansaad
nINasIvEasasaanalalugag 5, 25, 50, 100 waz 150 lulasnsu Taadiean r AU 0.999 UazATIY
Tinusssumuillifinasaselndidsaiuasmnasyu Wenmsieszi method blank uas matrix blank

AMAAMNAYBININTIANY (LOD) ﬁlﬁmnmsﬁwmmmnmuwhwaqzhmﬁw,uummgm (3SD)
apamsiniszau 2 fadnsudenlansu mmsanziiun s 20 ila SD=0.07 fiaan3usenlaniu Hauhiu
0.20 fiadnsudanlandu Mnudmnamnadarasnninasuiiviealasld sample blank Tasashanswl
naspuiissduaMudNdugaherasiatunouiai 4 ssduamaudndude 2, 5, 10 uax 25 fiadnIude

AlanSu 520Uz 3 D 16 ¥, o0 = 0-3544 UWAE T = 0.9959 (MW 2)

30

y =0.959x + 0.3544
25 r=0.9959 /
20

15

1: /
/v

0 &) 10 15 20 25 30

Found concentration (mg/kg)

Spiked level (mg/kg)
2w 2 n59 spiked sample blank NSLAUANNANTY 2, 5, 10 WAL 25 NAANSNABNLANSH Nauns
WWUASIAD v = 959 + 0.3544 laadiA r = 0.9959 lFMmuias LOD
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anadidssuunesgee Yintercept Nnaumsi 1 9zld SDintercept = 0.771 HadnInealaniy
udIAN I LOD 1naNn5 LOD = Vintercept + 3SDintercept b6 LOD = 2.67 FadnIudailansy Mnuams
M LOD Mnnagadnsaiwuiniie 0.20 uas 2.67 fadnsusanlansy deileiiuandety dafiarsan
PNANURILFNFTDANE BINUMSIENUTIMNUAAT LOD iy 2 Hadnsuaadlansy uaamnisaudy
@ LOD Taamsitaezfiszeu LOD $117u 8 @ le serecovery uaz HORRAT (flu 93% waz 0.4
MuUMOU (mean + SD = 1.86 + 0.07 mg/kg) lagiainarasnsiadelsna (LOQ) Aevnu
5 Naansuapnlansy ANuUNY (%recovery) mﬂm'ﬁmswgﬁ“ﬁnmsﬁLaumsmmgm 10U 8 % PsEau
LOQ tNu 96.9% (external standard calibration, ESTD) uaz 94.5% (internal standard calibration,
ISTD) wazeaNNigean HORRAT whity 0.4 (ESTD) waz 0.5 (ISTD)

910 chromatogram (MW 3) aqﬁu'5“7;Lﬁﬂmﬂmiﬁwﬂﬁﬁ%ﬂﬁswdwhﬂuﬁaﬁuﬁﬁﬁu propylene
oxide A 1-bromopropane-2-ol uaz 2-bromopropane-1-ol lagil retention time (RT)=12.89 w1l
waz 14.27 wiimuaay Boalumsienzinamalszanm 20 it (i 1)

ECDT A, (A140822BRWAR007 D)
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2000 o
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R
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500 e L
T T T T T

ECD1 A, (A1408228BRWAX005.D)
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ECD1 A, (A140822'BRVVAX004.D)
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3500 (C)
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2500 -
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2000 -

1500 -

13310
14268 - 2-8 10mo-1-proparal

1000 -

500 S P

T T T T T T T
8 ] 10 11 12 13 14 15 min.

G~ v

NN 3 KansaeNLlusludaliunddmeinias GC-pECD (a) amasnilu blank (b) finzas
internal standard (3-bromopropane-1-ol) § RT=12.55 W19 waz (¢) Blank iy bromide ion
Wy 25 Naansuaanlansy LLE{m‘vd\lﬂEl‘Lgﬁuﬁ( 1-bromopropane-2-ol Lae 2-bromopropane-1-ol

71 RT=12.89 1% a2 14.27 NMNAIOU
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= a a % I'd
ol 2 990 ety wazane
Toswmatiauialasanlnanil :

3799 1 @ Retention time (RT) 284 internal standard u,axm'imgﬁ'uﬁwaﬂusluﬁaﬁuw%ﬁ

Compound Retention time (RT) (min)
3-bromopropane-1-ol (internal standard, IS) 12.55
1-bromopropane-2-ol 12.89
2-bromopropane-1-ol 14.27

NANSNAFBUANNY ULEUATILBLTWNMNTIATIEN (Linearity and working range) Wu1"
mMsienzhlusludaiiunsgluinasianuiudunseludig 5-75 Jadnsudailansy dm r wihnu 0.999
(ESTD uaz ISTD) famuusiuuazanuifissadsnszeu LOQ, 5 x LOQ uaz 10 x LOQ fianuduiuy
5, 25 WAL 50 Aaansuaanlansy WuANMNWIY (accuracy) MUseidiuann % recovery v 3 seduidleie e
10835 ESTD wihfiu 96.9, 93.4 uae 94.3% MueU uaziiiaieszwlaeda ISTD Wiy 94.5, 89.2
AT 86.9% MNAIRU ANNLIEN (precision) #Useiiiughe HORRAT wiadeslaeds ESTD whiu

0w A a ot v w o o A
0.4, 0.4 ez 0.4 MUIINU LLagLNajLﬂi’lgﬁiﬂﬂ’Jﬁ ISTD tmnu 0.5, 0.4 ez 0.3 MNIOU ((51’1‘5’1\‘1"/1 2)

M5 2 ANNLNULazANNNE R TIWNLilusludafiunidludnasiszauenude 5 (LOQ),
25 (5 x LOQ) waz 50 (10 x LOQ) fiadnsuaanlansy Insesilagld ESTD waz ISTD

Calibration Spike level mean + SD % Recovery %RSD HORRAT
method (mg/kg) (n=8)

External standard 5 4.8 £0.2 96.9 3.29 0.4

25 23.3 +£0.9 93.4 3.64 0.4

50 47.1+1.6 94.3 3.35 0.4
Internal standard 5 4.7 £0.2 94.5 4.48 0.5

25 22.3 £0.8 89.2 3.53 0.4

50 43.4 £1.2 86.9 2.83 0.4

mimaaummﬁﬁ'ﬂﬁwﬁtquaﬁawmmﬁmmfzﬁﬁisﬁu LOQ (5 fiadnsuaanlaniun) seWiN
menzUsinalaeds ESTD fudd ISTD wurlalasmsnagaumeanuulsusiu (SD) wazALRae
(mean) waﬁagaﬁgﬁamqﬂ (fia@ mean + SD 2pamsienzwlusludaiiunidluinasfissauanus s
LOQ (5 #adnsuaanlaniy) 2aamsieseidsinalesds ESTD wasds ISTD winnu 4.8 + 0.7 uag
4.7 £ 0.2 MUDAU MMINAFDUANNT LI AUVDIANNUUANGENIZUINMANUUUIUTIU (variance) 2D3
doya 2 ¥alaeld F-test MUIMA Fegeutated NNINMIN 4 1A Foyouiareq = 1.760 110 n, =n,= 8
TasfuuaAIANNENUNINATY 95% (€ = 0.05) L@A Foea = 5.119 9216 Foyieatated HOENT
Foritical V30008 2 q@ﬁlﬁmﬂmﬁmiwﬂmﬂﬁ ESTD waz ISTD luifianuunnmezasmanuudsusiu

pENNEE AN NEDa
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(S])ISTD)2
(SDESTD)2

Fcalculated =

........ guMsh 4

mmsnadauanuiiveaealeals t-test lumsnagauaNuuanmINsEnINAI@Rag (mean) 284
Taya 2 40 LOEAIUA .00 DNINMS 5 Udz SD,; NAFUMS 6 Lila SD,; Nenwaldiiiu 0.187

Alaa t 0.32 iia degrees of freedom = n, + n, - 2 = 14 lAIMUUAAIANNTDNY 95%

calulated —

(€ = 0.05) @A t g = 2-14 16 tealculated W8N t,y,, V30908 2 FaNlannmIIanzd

Toe35 ESTD wads ISTD lifienuuanenzesmndsagniusdaynegda

(mean, - mean,)

calculated
1 1 2
/(Hl + le ) SD pooled

t

................. guMsh 5

SDpooled = /(nl_l) X SD; + (1’12 - 1) X SD;
(nl - 1) + (ng_ 1)

o
................. duNIIN 6

TevhmsdnsSeuisulsnalusludaiiunidionanuludaieinasiiiy incurred sample
szwdwﬁnm‘sﬁg\u&lﬁﬂ (whole grain) wazMmunastdaa (ground sample) Taghdaghesniiasiany
bromide ion ¥MsIazimnudafinannzuuuuly internal standard calibration Tagldanmsnunde
Afaliuanl3suidisusuimethadstuiunasden 91U 3 5 wumRasraImMsaIalusludaiunid
Tugnssmmdanhiu 24.4 + 1.5 Taansudenlandy lusaeilummsiuaazdaanwhiu 37.6 + 2.5 Taansu
donlansn wuhusinalusludaiiunidiasanuluimassiouaazBaaiisannniininie

MUY Nakamura uazanz® laszydawamsaaUsnalusludatiunidluinnnmnaaas
wuushe 9 uadelifinenueaninin nasnnmusldimsnesssdisudeulSinadusludafiunidssning
fhathetnueazdaaithunszuiumsitanzdmuUnd datheimithumsaeeehnaulsna 4 iasans
1 ﬂ%v'q, 4 105305 2 A5 WAL 8 HAABMS 1 A DENNBL 3 % WuMRAIEIMIATIINUTUSludaTiun3
Tuda15fAe 37.6 + 2.5, 19.7 £ 0.2, 8.5 + 0.4 LT 17.2 + 1.2 NadN5NGBN lANSNMNAIAU mssathUsina
4 93303 1 P59, 4 109305 2 A%1 wat 8 WaAaNs 1 A% MbUSnalusludatiunidinndelusnanas

47.6, 77.3 UDZ 54.2% MNAIOU (TN 3)
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P a s A o ol v A v '
AIINN 3 ﬂiﬂ']ﬂ!I‘UiIN(ﬂauu%ﬁﬂﬂ@li'}ﬂw‘Uiu"ll’]')a’]?ﬂlﬂﬂ’]ﬂﬂ"li‘ﬂ(ﬂaaQﬂﬁﬁ’;Lﬂ‘ﬂ@n\i i

U331t bromide ion (mg/kg) (3 ‘g’])

MINABBN

mean + SD
FEsNINEe 24.4+1.5
PMaETUNaden (<20 mesh) 37.6 + 2.4
FnansuAazEEn (<20 mesh) A1MELNNAY 4 ml 1 A%e 19.7 £ 0.2
FnansUAaLEEn (<20 mesh) ANAELNNAYL 4 ml 2 Ase 8.5 + 0.4
FnansuAaLEEn (<20 mesh) A1AELNNAY 8 ml 1 A%e 17.2 £ 1.2

dlamanesssdnmuazasgumgiiiiuinmdiedn TasnFauisuusnalusludaiunis
srhedeteinnsuaszdgaiiussglugananadntlasimifuiigamafionnh 15 ssmwaded uaziide
ilifaamgieafunm 7, 14, 30 waz 120 Fu agiaz 3 % wuhwaseeslFinalusludaiiunie
Tusmansisaasgamilunnienmiimagsswing 3s-37 fiaaniudanlaniu (%RSD <25%) Fmitianzy
Talifianuuandsiumssda uennntudsldmalensinguiedyfesiiosu wu dnlwe wuhi
mmu,u'uuazmwLﬁ'magﬂumm%aau%"u Taofl wrecovery # LOQ tfiu 95.5% waz HORRAT
Waend 2

a 4
JAIIU

MINaUIBuaznadauaINgnaeezadIditensilusludaiiunidludnaslasmsdaulas
NMsTenzirsiaslfiiamssrsdemsandennasmiadagiizaesanmmnglsy (EURL) #iseds
84352049 Stijve lasimdennazasnsasiany (LOD) whnu 2 Hadnsuaadlansy wazainainauad
MsInZaUsina (LOQ) whnu 5 liaansuaanlaniy Jenududunsiesmsiwneilugg 5-75 fiadnsuy
dailandy Feamudnvaeasisinaniuimmnsnhlldasnaiaiamuanaumwaasinmsinmie
Tutszinalngenuwssnsiaefons w.e. 2522 Uszmansznsnmssagy (atuil 361) w.a. 2556
304 mmsﬁﬁaﬁﬁwmﬂﬁwﬁszq@hﬁmumﬂ%mmmimﬂﬁwgmﬂ (Maximum Residue Limits, MRL) 157
50 finansudanlaniu MimewanniBdmnanldimauiuiuaaumaiaioudoge Usnadahauasiunay
msataueduialimnzauiugUnsafsagluias jiamsuazaninsarmsiensildwaniulszana
30 fadndagamnadauiiiasasiunudnaviaanadauaunwinldiudadanunisel wlavms
WisuisumsiensiU3inalasds internal uas external standard calibration Tagldafadasaiil
Tusludaiiundd 5 fiadnsudailaniy wuhdaya 2 gaildnnmsdnabiieanuuandsussmimasuas
fenuulsunvegheiivesanmesdn meilumsiisieneii lWlgseaisniudaddd internal standard
Hlumsdssudamsadanldnawssnmlssmalfuanmseauaias GC Wiinamsiwnsiiduadlalasls
daeszTamaiiamstauiuees internal standard fusmsiaula asnnilassauadefunsziiaiai
dunidlndideeiuinn svlsiomnuielilduamsiensiie giaahisiluldmmnumeiiowssdanns
sefadlesmnluduaaumseyiusinsldmsiiianuiuiivgs stamedosdafimiwesmudumsla
(%U 813 propylene oxide %ﬂﬁam,ﬁu%'ﬂmﬁqmwgﬁeiﬁniw 11 p9FNLTaLTed wWazeaeammsinsenasazaa lud
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nnassnaumsldou mnduliidy 24 $lue Ussdnsmwsasmsazaadinanazanasdananssnuds
NaMTIATEY NaamslFnumniissazaanas lvmanelagmsiiundauns (NaCl) lunmsld propylene
oxide tiavhlWiAnaywusiuidadinimslyd ethylene oxide flaninsavinenudaivlumensaiinnsy
Toelidasnsadiudun asnnlieyius 2 sliefidulelswesiuuaziidadiu 3 do 1 wue wosdaduil
Hhumstiusunamsnsaiensiud Tususii ethylene oxide TWaywusifissriioideniilimananssyldh
ssnenanuiuayiuszaslusludaiuniduiolifedasnmaiududnads uanmntiumsniandad
Toemsdulndoadama (Na,S0,) Usanas 0.1 n3n aslu GC vials Tnsasaiaduhaanmnasazaaiaat
azdpessTilalianuguasasgiumeduildgadauazasdanihmsiensilasaias GC Wi
waznnuamsansiviinalusludeiiunidlaglédnnuadauazdnasuaandendaiudedudei
wdmuhsnalusludeiunidrasiadniluaszdeaidunoninsdenzinuie uwaaehiuaeu
manieadsdnlagihmauadagenawihininsiiuashldmmsoatalusludeiiunidaanman
Froduled vennntiuiiothindnmmsassnewsnalusludeiundlasmshanlaglitnmsunszden
Hlushetn wnzinmssiiadialiamsiensdimnhenuniuass suhiuuadidumsdrndngs
iiuienuddgananihiBnanhild dulumaneinieuilnamsdahviaiiGenhmnhvasass
ihaghgaaUinamsandluinld warnsnuses Nakamura fiwuhmsiligndamsyaniaaudas
lothaunsaaasinamsandiaslddn 41.200 limsuslaainilgnudifedienudesdamsldsuduia
astusludeiiunidanas uamstusludeiiunidianmelutnlimmsamnlianadlalasmaidammusiali
ilasnnlusludefiuniglanugnsemaeiituiietmansiidanslulamsadusidusznaunsnlagliisanse
suieanla

a3

9

T 2 v
ad o v = CZ

FNWANTUNIUY ESTD waz ISTD an15005393La5zhlus e atiunsdnanaialugigs
Taagnfiuszansmw wazwmanzannazih U1 lunsasnadwnzvasarsaananlugnasnihunuslae

]
v =
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Method Development and Removal of
Methyl Bromide Residue Determined as
Total Inorganic Bromide in Rice by Gas

Chromatographic Technique

Weerawut Wittayanan and Wischada Jongmevasna
Bureau of Quality and Safety of Food, Department of Medical Sciences, Tiwanond Road, Nonthaburi
11000. Thailand

ABSTRACT Methyl bromide is mainly used as a fumigant for postharvest treatment of plant products.
Especially, rice and grains are fumigated to eliminate undesired pests before commercializing. Inorganic
bromide is resulted from repeating fumigation of methyl bromide and reacts chemically with some
constituents of the material. This study was consequently conducted by using modified Stijve T. method
to determine total inorganic bromide in rice. The comminuted ground samples are suspended in an
acidified aqueous solution of propylene oxide, with bromide being simultaneously extracted and derivertized
into 1-bromopropane-2-ol and 2-bromopropane-1-ol which can be detected by GC-uECD. As a result
of method validation, limit of detection (LOD) and limit of quantitation (LOQ) are 2 and 5 mg/kg,
respectively. The accuracy expressed as mean of %recovery by using external standard calibration at 5,
25 and 50 mg/kg were found to be 96.9, 93.4 and 94.3% respectively and those results obtained by using
3-bromopropane-1-ol as the internal standard were also found to be 94.5, 89.2 and 86.9% respectively.
The method precision expressed as HORRAT were in the acceptable range which less than 2 in both
cases. In addition, the linearity was found to be in the working range of 5-75 mg/kg with Pearson’s
correlation coefficient (r) = 0.999. The result of the validation study demonstrated that, there was

non-significant difference between the result obtained from external and internal standard calibrations

at the LOQ (level of confidence=95%, oC =0.05). The performance characteristics of this method were fit
for intended use according to maximum residue limit established by CODEX and Thai Ministry of Public
Health set at 50 mg/kg.

Key words: methyl bromide, inorganic bromide, GC-puECD, rice
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