uni 3

A5ALIUNT5IY

3.1 \n30sile Sanaunsniuazansadinlélunside
3.1.1 iA3esile gunIniuaziATacufia

- gas chromatograph/ECD/FID (GC/ECD/FID)
- headspace solid-phase microextraction system (HS-SPME)
- high performance liquid chromatograph (HPLC)
- flame-atomic absorption spectrophotometer (AAS)
- spectronic genesys V
- ultrasonic bath

- mechanical shaker

- polydimethylsiloxane (PDMS) fiber 100 Wm
- blender

- pH meter

- laboratory test seive UM 63 Um

- rotary evaporator

- solid phase extraction (SPE) vacuum manifold

- SPE tube (0.5 ¢) lauA polystyrenedivinylbenzene(SDB) SPE tube ,
octadecyl (C18) SPE tube , graphite carbon black(GCB) SPE tube

- column @ wfuAdes GO/MS GC/ECD/FID wag HPLC 1éuA column
C18 DB-1 wag DB-5 MS

- glass fiber filter (1 m pore size ) 47 mm diameter

- Nylon membrane filter 0.451Um 13 mm wag 47 mm
- Water bath
- 1pdeau 1HuA wndauiins nszuenms wngUuy Jnined
- qunsalfusegnaildfuuasiu
- LLf‘}vammU%EleéQ\i 99.999% @A acetylene hydrogen nitrogen

helium oxygen Wazlia nitrogen 99%
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3.1.2 d@15.A3

- F1TNINTFIUVDIANTEMNAINGNDBTUNLUARDTY UsENausie heptachlor
aldrin  endosulfan | 4,4-DDE endrin endosulfan Il 2,4-DDT 4 ,4-DDT WU
2000 mg/L

- AsazansuInsgIuvedlaventn Usenousey dniia deingd  lesudley
wandey pef uwaeanild wazviewwsas Wudu 1,000 me/l

- @1SUINTFIUVRIENT 2,4-D LUUTU 1,000 mg/l

- A13119551UVBET polychlorinated biphenyl LUudu 1,000 mg/l

- aswadl loun indelunsnnaslsa arstiulensu leRsuasusium
lnnsnlansonles lahvulwenlus nsalalasmassn

- fvinazatedun3y laun hexane acetone acetonitrile ethyl acetate

dichloromethane methanol (AR grade wag HPLC grade)

3.2 W53 05
YSunaansduuaingueasunluaaesy  arslndeaesiunluiila @15 2,4-D

ansloelusdase wazlanenin

3.3 dauilviinns3de
- vielfuRnisell @a1vivell AuEINeIeEns unIne1desigauasIYenil
_Houmdes Gas Chromatograph, UV-Vis spectrophotometer, High Performance
Liquid Chromatograph wa¢ Flame - atomic absorption spectrophotometer &

AUGINEINENT AYINEIANENT WIS gUaTIYsIH

3.4 NSNUA2BE1Y

dsunanfiusegnuasiuiegnildtu dinfuwasivuinaeiiinavves
UANDEUDUNAUIAIDIIUINDTY JMTATIUNNITEY Tnoifiushegnuildfuasivuiion
Uakenauyy 4 AN S2UgN1IIIeInUalenautezyTennn 30 - 500 LIAT WHUNILARS
funtinsfusiegnuazudnaueilinauves wandunmd 3.1- 3.3

Aueaildfuanueymaeiilitu 4 fieme Snuseunn 15 - 30 wes Taeld
viogu $1uan 10 annil awgunsal maufudildfu wanddunmd 3. 4 usedisiuuiiom
Tndidestvanihiviiléniu 4 fiemns Tneld  hand auger AiszfuAudn 10 - 30 WwuRwAS
11y 10 anil dausegnaiiiniu Gihiisieiesvssyades) fuuTnaleinavuey 1

v

a0l N5EAUANUANUTELI 10 - 30 LYURLIAT
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m%uzé’m%’umisﬁaaémﬁwLLazﬁwﬁa’%Lm'wﬂawwﬁfﬂ%Lﬁuia'mmwmaﬁmm
QINANERAN ANEIRY YIMSwIEuiiegaEIATeiReg el 2 dam

maugdwuldfegnaihuasiudiolinneiansdun3s (assnuuaenguseiunty
AapTw, aNsema 2,4-D, PCBs) azussalumuugiivhainuimieviauiadn mieSen

g 19warIATIEITIRg1eM Ty 1 dUaN

gwi, s1 o w

gwd, s4

<A A 10 B TRANG AAR
PR PR

gw10, s10

v v v
a ,0 a 4 o

AN 3.1 wrudsuSnuUslsnavvsziazaniiAuseg1aitRu st e ey

leRuLazFY
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anniiusegaildnunaziu Sewauiun 10 @il fil
gl 1 owl sl amilfushegiailiuiasinusnaeiinaurezmiinnile
Usnasuiwesauuseuiuiivevey (A-1)
a0niifl 2 ew2,s2 aeniifushegsildRuuarAuusnasiiinavueyma
feneunn USnasudiwesauuseuiuiivevey (AJ-2)
a0iifl 3 ow3,s3 aniifudedaildusasAuusnaetlinavvermadia
ariueen USnadiudiseauuseuiuiivevey (AJ-3)
a0iiT 4 owd, st aeniifushegsildRuuarAuusnasiiinavueyma
fiensTusenidouniiousnarnet (A-4)
d0iT 5 ows,s5 anniifushegaildRuuarAuusnuleilinavreyma
fenzTusanidodld USad i wesauuseUuivaves (AJ-5)
a0iif 6 w6 s6 aniifusetaildunasAuusnadeilinavvesmadield
Usnasuiwesauuseuiuiivovssiundsenans (AJ-6)
a7 7 ow7,s7 anndifudedh s ldnusarAuusnadeilinauvezusnagiudng
YenuusaUiuiivevszduly
a0iifl 8 w8 s8 anniifusetaildunasAuusnaetlinavvesmdield
Usnasuinsesauuseuiuiivevss umndtenans vnsananni ews
Uszaneu 30 LeS
aoniiii 9 ow9,59 aoniliuseghanldfularinusnaeilanaures i
azusenidssldvesavezusnusuinwesnuuseuiufivevey visan
a071l w5 Uszunad 20 LUns
aonfifl 10 w10, s10 anfifusegnainléRulasiuusnaelanauveymsie
nziusaniaeslavesiavey (an1ivigdiiu) vieainaniil gwé Ussunu

300 Lung

1%

s - Y ! 5 a a L= H = 5 ao A
anilinudiegaiifiunieinvyveensetiia 191w 1 aonil fie
401l 1 swi anfiiudegranhiifusazAuusnadeiniuiids egusnaie

ArIURBNRYLMLDYDIUDVYY

AUF9ENS 4 AST s AT 1 weuliquieu 2555 ASSHl 2 ieudaminmu 2555

ATIN 3 WBURATIAN 2555 warASIN 4 WausulnAu 2555
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AT 3.2 UailenauvsnAuIaLilowIuIalesey S9IMIng1uaLaTey

A 3.3 UathiisusnuusilinaulezinauIalowunalasy 3ty
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AN 3.4 viownasus 50 Wns dansutiudiegiainlaau

3.5 anwuzAIagIsLasay

13 Y ' a [y a v I

udedulusedu 1030 wudwes 1 agld hand  auger  Talugs
polytetrafluoroethylene (PTFE  bag) taz MIALMEAYY  T$WINAITVUAIDE1901E9
weauuRnmsseaiufmegnnmelionmgl -4 osrwaded (wib) Mntuilvisiogediu
wiielneds air-dried wieaulugauneldaamgll 40-60 ssruwadua uaiievinlidognadu
\WealReniu (homogenized) LagsausUnzLNTISOU(sieve) YUA 2 Tadluns Wufeegenu
d' I | % 1% ¥ a a d' a 6 1
Meunsseunalineligamgil -4 esrwalea Litesen1sinevisialy

Y ' - Ya adAa a 1 [ o a v ' =)

meganldnunivsinamslidnudulssinneidnuasla duaveswmsenznau
Julouluusunades laun fegrahldfuaaiiin 7 (qw?) Wuaaniinudedraldnuuay
AuUSLIMALTNTBIRUUTIUNUNUoTEz AUl Tneagldunlanuusuilunisyinauagen

v o @ ¢ v 2 v & A

sovuvey 1viauazendangunsaliagldimenisaulnrvesrunuiuasvesluiun - uas
Y | G2 aa v 5§ va v ° Y]
segranlanuluannin 6 (gws) AgldunlARuYIEaIINANNELEINTOVILANYNAIINATT
I & | v oA a % Y a
Wnu/auvezinianeluleilinauy wagldiienisgulaauslaaveudmihiiuvesveumnauia

a

& ° ) ' % g va Py | a | ) ' % g va
Wesnaasy  segnildfuluaaitnsnanuansuning 3. 5 diwsieguilanuly

an1ilauq siidnvarlawiliuvsenznauludunamnn Wensislineluna 1 daluely

AZOOUATAZNOUAN®) FLANAZNIUAIAIUANVRIN UL IRUN ANz Tty
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Mog 1R UAziidnwMru Lavldnyaedleigoureansieln wandbunin
d' LY ] a al v [ a 1 A Aa 1 a = a
713.6 wariegefuaziidnwasiduiusiulunsie  wisiusUuRuieIkasAunsIe
wen Nt Teuneduguu egdmaunn toun fugnse wiwlll Addeweadn doudu
ADURUVUIALAN LIDNIUNITIOUMIALLNTIVUIA 2 Tadwns A=y lrlanunilnuaziden

1NN

Wi 3.5 feg1ailaau

AT 3.6 FIgRIRNUSMUBUSIAUANLAULLEY
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3.6 myBaswiUSinaaslvenluddassludldauazifnfu

ndnedhailduniommiussins 05 mlldlunasannass iuasazans
Hulgasuidutu 0.08 M 97w 1 ml g iy wdifvansazanelalfouasusiundudu
0.4 M 1w 1 ml weilidniu antudearsasazanessiedddindu 5 ml feasazane
Tonenlansonlamaudu 2.5 M LLazi’mﬁhmiq}mﬂﬁuﬂ?‘iuuawaqmiazawEJé'haehﬁi 600 nm
Iﬂ&slﬁi’fm%ad spectronic genesys V

dmiuasazateunsgIuvedansieen tlundasenssuantensuleen lunidusuiu
anslaenlusdass (CN) Wudu 1,000 me/l andudeadidanudududu 100 me/l was
wasuasaranennsgIuvesansluluddassifaunduduogsznite 1 -5 mg/l uaz

AMRWITNNITAATIEMTULRYINUAUNISHSINATAZANUAIDE N

3.7 M3RATivTunuvesasevg 2,4-laraslsiuandazdfinuada (2,4-D)
3.7.1 NMSAUNADE1AU

FoegnafuUszinas 20 ¢ ldlumnguuamivunn 125 ml 1 KOH
Wadu 0.5 N (u10% KCO Usums 50 ml wazanaiegslagldnswgndunat 10
ui anduihesndlunddu water bath muaNaamgll 95 ssrmwaiduadurial
15 ¥l anndieegsrelagld horizontal shaker WWwan 15wl udenansainesn
N0 19AUMIETT centrifuge MBdnsUSITOU 1200 — 1500 AU/ 15 Ul
(M9 3.7) wonduvesansainul 3 ml ldnaenwunsing wasdy  H,S0, Wudu
12 N 150 pl 1E91e35 vortex 30 U (MAABUAT pH UB9a1TanA; msiiandindt 1.5
&1 pH gendn 1.5 WiAnansazanensa) 9ntuin CHCL 2 ml vortex 30 3unit nude
wunsIng 2 Wit (3000 sou/AnTl) wenansatrludueraslsrlosuldlunassvaasdulng
(msatmduieatugisn 2 ad) sansatailaluiareds uazsamesvazans
sonauiouwilaemsiddeuialulasiou ntuiiuni ( HPLC grade) U3anms 4 ml
%39 mobile phase (acetonitrile : H,0: acetic acid) LallwenI8 vortex 30 U9
sonicate 5 W lwg1AI8  vortex 8n 30 UM NTOIEITANRANIU nylon membrane
filter 0.45um waEILATITIEITUMUBAIID high  performance  liquid
chromatography-ultraviolet detection (Chin-Kai Meng, Agilent Technologies,

printed in USA, July 25, 2006)
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AW 3.7 NSHENANSANRBNAIINFDEN9RAUMNIEITIUNI ALY

3.7.2 MswRENRI0819N

nspafiagnai 500 ml ldwngUean]  thiednahiinsedlduatinges
solid phase extraction (n i 3. 8) Tnerhiegaiwmsuaddy  LC-18 SPE column
(500 mg , 3 ml) fuSuanzwnzaNse methanol 10 ml LLazﬁﬂﬂé’u 10 ml (8ms1n15iua
10 mUmin) wagyilik SPE column wiade™d gentle vacuum Wuran 30 3wt annduaey
arsithunngesnain SPE column mlesivinazangnausyilg ethyl acetate:methanol
(1:1, v/v) 4 ml wagidsy methanolNH; (4:1) 50 pl sziedvinazalgeenaunouLielng
nsimsuialulasiaunield rotary evaporator Usuusumsansannme methanol:H,0
(1:4) Auldd3ums 1 mluagdagiarsidmuneme®d  hish performance  liquid
chromatography - ultraviolet detection (Aleksandra Nestorovska - Krsteska et.al.,
Macedonian Journal of Chemistry and Chemical engineering, Vol 27, No.1, pp.25-
33, 2008)

3.7.3 Jnsekansanaiildainde 3.7.1 waz 3.7.2 #1638 high performance liquid

chromatography (0¥ 3.9) Tngldan1ziunzay fadl

Mobile phase : acetonitrile : water : acetic acid (39:59:2)
Flow rate : 1.0 mUmin
Column : stability RP-18  (4.6x250mm , 5 um)

Injection volume : 20 pl
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Detector : UV 229 nm
Column temperature : ambient temperature

Retention time 994 2,4-D : 12.216 min

AT 3.9 NSIASIEIENs 2,4-D Tua1sayanemiagnene3s HPLC-UV detection
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3.8 NM3ATZAUTUIVRENTULUAINGNRDIUNUAABSY (organochlorine pesticides;
OCPs) wazansinanassiunluilila (polychlorinated biphenyls; PCBs)
3.8.1 A9819hU

Feshoeeiun 0.5 n3u Talu amber vials wu1m 15 mUinthdsaanlessy
1 ml uagld magnetic bar (ﬁméﬁa Teflon #7171 0.8 cm) aslu vial YaU1n vial fae PTFE
coated septa mausaeegalidu slurry A28 magnetic stirer A13L5759U 500 SeURBUT
Hunan 2 wit - niwhliansdidaunalnentsu vail adlu water bath AuALgUNgs
80 osrnwwaLdoa iunan 5 wift uasilVanadwanedhdaunadnedalnenismusiosg

M8ANULSITOU 500 soUREW LTuan 2 uil afpansitvunedieis headspace - solid

phase microextraction lagdy 100-Llm PDMS fiber asluusiins headspace lngldgamgil
WazIaINIIanm 80 BFALTEE WAy 60 UM AINEIRU ag  inject 191 GC injector port
Jieldansesnann fiber (desorption) Tagld desorption temperature Wag desorption
time 260  o4ALTARYE LAy 5 Wil mwadu wardlesiziasilivunenieis

gas chromatography—-electron capture detection(Abdelkader Derouiche et.al., Journal
of Chromatography A, 1138 (2007), pp. 231-243; Ruey-An Doong, Pei-Lin Liao, Journal

of chromatography A, 918; 2001: pp.177-188) amnisariasegsdunanslunmil 3.10

A 3.10 NMsatniiegIRLiIEIs headspace-solid phase microextraction (HS-SPME)
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3.8.2 $288791
VnsfoeainanUiues 5 ml ldlu amber vials wunm 15 ml wagld
magnetic bar (iug3g Teflon 813 0.8 cm) aslu vial ~ Uauan vial #ae PTFE coated
septa mushegndlnfuiedetudae magnetic stirrer #asAuEIs0U 500 SEURBWIT
Hunan 1wt ntiuilvanadidaunalaenisdu vail adlu water bath muALgungd
80 osrnwwaLdoa iunan 5 wift uasilVianadmanedhdaunadnesalnenismusiosng

A8ALSIeU 500 seurewn?l  Wuar 2 wiil  afeansitmanesieds  headspace-

solid phase microextraction Iﬂﬂﬁjm 100-1m PDMS fiber aslUuial headspace lngld
gaumiuaziantunisann 80 asrnwaLded war 60 U9 muaWU Way  inject W1 GC
injector port \ieldansesnann fiber (desorption) Ineld desorption temperature Hag
desorption time 260 94ANTALTYE Laz 5 W9 muaInu Lazllasizvansidunnelagds

gas chromatography—-electron capture detection(Abdelkader Derouiche et,al., Journal
of Chromatography A, 1138(2007), pp. 231-243; Ruey-An Doong, Pei-Lin Liao, Journal

of chromatography A, 918; 2001: pp.177-188) nnn1sanasiegatiuandlunIng 3.11

AW 3.11 nsanadeg1eldnuuaziiiAuA838 headspace - solid phase

microextraction (HS-SPME)
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3.8.3 AATzaTana NlAande 3. 8.1 uay 3.8.2 fead gas chromatography —

electron capture detector (A 3.12) Ingldaniizinunzan fal

Injection mode ; splitless mode
Injection temperature : 260°C
Column temperature ; 50°C  hold 2 min

160°C hold 5 min rate 10°C/min
260°C hold 10 min rate 20°C/min

Detector temperature ; 300°C
Column flow rate : 1.5 mlU/min
Totoa time : 33 min

mim‘iﬁ 3.1 retention time w83d@137 OCPs

YUAYDY OCPs Retention time
(min)
Heptachlor 19.0152
aldrin 19.9813
Endosulfan | 21.3715
DDE 21.7464
Endrin 22.0587
Endosulfan |I 22.1426
2,4-DDT 22.3655
4,4-DDT 22.7674

miwﬁ 3.2 retention time ¥93d@13 PCBs

YUAUDY PCBs Retention time
(min)
2,4, 4-trichlorobiphenyl 18.4117
2,2,5,5-tetrachlorobiphenyl 19.5656
2,2,4,5,5-pentachlorobiphenyl 21.3220
2,2,3,4,4 5-hexachlorobiphenyl 22.5277
2,2,4,4.5 5-hexachlorobiphenyl 22.8425
2,2,3,4,4 5 5-heptachlorobiphenyl 23.7225
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AA 3.12 MIeseans OCPs way PCBS ae3s eas chromatography

electron capture detection

3.9 msaaszidsunalanzyin (heavy metals)
3.9.1 fi79819AU

Faegsiudszana 0.5 ndu ldludnnesawin 150 mldunsalalasaansn
it : nealuninidudiu (3:1) 8 ml waznsaesaasiniiudiu 3 ml desmegnaAuigamys
90 - 95 serwaldua Wuan 6 alus  nsesansazaresegsldlurininusinnsuuin 25
ml fenszanunseues 1 (Weusnduisly) eansansazanefetneietnduaunsesisld
asazauiegnliuing 25 ml uagiesznlsinalanguingeds  atomic absorption
spectrophotometry (Mustafa Tuzen, Microchemical journal 74; 2003: 289-297)
ansaransuUasRaunsasdunnslamutuneudnadiu ANN15ER8MAIDERAULERT I

m‘wﬁ 3.13

3.9.2 198191
Ynsheehainu3ums 100 mll@dnneduunn 250 mliunsalussnidudu
Usums 2 ml wagnsalelasaaesnidududsunns 5 ml Unundninesaiensyanuniing gee
fhegnathiigangli 90 - 95 ssmeaidoa Tneld steam bath vde hot plate unszils
Usinmsvesseghnianauvaetsnmng 1520 ml Usseliansazanesnedhaduadi
gumnivios duveuduinadninesuasnszanuifinieiindy  nsesasazanesognila

ITAUILIATVUIN 100 Ml AIUNTEANENTDLUDS 1 A19NTEANENTBIAIUNTALUASNLIBNY
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WA 0.1 M AouusutSinesidu 100 ml greindu wagdiaszviusunalaneminge3s
atomic absorption spectrophotometry (modified by EPA method 3005A) @15azany

WUAIAANNITOANRUNITIAMINTUNDUT AU NINATEDEAIDE19ULEAIIUNINT 3.14

AN 3.13 NSURUADENAUAIYEITATANUNTA

AT 3.14 NSERYMIBYNUINILANTAYANUNTA
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3.9.3 msaaszilangninludlegnsiinazAulagid flame - atomic absorption

spectrophotometry (n i 3.15) Tngldanmzmnzaudwioludl

AN5199 3.3 ANIELAUNTAUVDINITIATIENLANENTNIALIT Flame-AAS

Metal wavelength slit width lamp current gas flow
(nm) (hm)
Fe 248.3 0.2 High 30 air/C,H, (4:2)
Cu 324.8 0.7 high 30 air/C,H, (4:2)
Cd 228.8 0.7 high 12 air/C,H, (4:2)
Cr 3579 0.7 high 30 air/C,H, (4:2)
Pb 283.3 0.7 high 12 air/CH, (4:2)
Mn 279.5 0.2 high 30 air/CH, (4:2)
Ni 232.0 0.2 high 30 air/CH, (4:2)
Zn 213.9 0.7 high 12 air/CH, (4:2)

AW 3.15 nMTATERETaza1eRIegstiuazAulags Flame - atomic absorption

spectrophotometry



