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The ‘Liait of datermisation of the method is 0.03 sy gt
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‘(a) Sodimn chloride soi=*ign = satursted

{d)

Ammonium chloride solution = 2.3w Iw/e) and saturated
te) ' Sulphuric acid - concwntraced (1
{4) Bydrochloric acid solucion (2M)

" (@) Cation-exctange resin: Duolits C225 (SRC 14) chrosstographic
' 9tads resin, 52=100 mesh, 0.88+0.35 warer TegTALL, sodiom ;
form. : . ) .
) . . . .
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Paraquat salts ire hygroscopie: they should ba
"5 hourr and cooleu in g dasiccator hefora uae,
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Kaks dilutions of the stock soliziom ©o
soluzioms. Concentrations of thess wor
depsnding on the level of rasiduss im

9i¥e & range of workiag .
ing solucicns will was - '
the samples anslysed.

Thass solutions are stable undar aormal labarstory conditions
Frovided that they are oot exposed to sunlighe faoy leng periocas.

(g) Soatum dithioaite eoluticn, 0.2% (V/Y) 1n 0.3% soditm
hydroxida. Tis solusion should. if

le be naed »
mn-lz.m“mbtunnmmznnm L]
afTer preparataon.

salid sodium dithiomite iA unstable in the Pressnce of
mxisture, am? should tharefore bm stoared in & tightly sealed
plastic costainer.
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h)  Oczan-ieol

T™he following informacion is izcluded as an indicstion to the
mmozucmmmmuummmumn
Frocedsra. 1 in deubr, coasult the appropmaxte safery manual
(eg ICC Laburzcory Safety Manual) CORTALDLDey Twcommendaricns and
procadaras for handling chemicals, amd a mongTaph guch as
'Bazares in the Chamical Laboratary®, edited 5y G D mxr,
The Chemical Society, loodon.

HYDROCHLORIC ACID

Avoid hysathing vapour.
Prevent contact wit: ewes and skin
(TZV T =g o~ aa BCY).

SULPHURLT ACIS = concentrated

COYTORLYS = canses burns

Prevest comcact wath skin and ayen
DO not DUX water inEs contalnsr
(v t mg w™
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Avoid cogtact with eves, skin and wouth. Asald breathiLg dnse.
‘dash ‘ands and exposed skin before naals and aftsr work. _

.'chu.nn v¢ paraqua™ shoratd bhe cag;td..l as a dire omargency and
ewtion taken ::w-diataly. Dezatlls of ramedisl SETion/entidocan

should be avaiiadble in & « labgcor . . .

(4 OCTAN=2 (L
Sarxful wapour
Earmtul if. caken internally
Bighly flasmahls

Avoid breathing wapour or cortact with skin and ayes
(TLV 2.60 my 2™ )

L.

(a) Zguipment which can be used for the initisl preparatiem
of samples is, Batal trays for erying soils.

{b) Heating mastles for the excraction procedure (a.g -
Rlectrothernal Heating Unit availabls frem Tlesctrotharsal
Inginedring Ltd, London EY UK).

. ' }
{e} Boiling flasks = 300 ml roxnd bottom flasks wizh 134 oecks -
firced with water cooled rwflny condansars., : 7

(4) Glass colunns for chrcmstography 2 1.0 e {.4. and 50 = long
(25 al burewtias are suitabig). )

{e) Scanning Spectrophctometer
pectIophotonatar

eg. Perkin Ximer ambda S OV, =%
Y _ :

{2) Sieve, 2-3 mm mezn siza.
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1 DTy tha soil
- SAEDLS &t rToOm “smperaturs foo several days.

(b} Grind the dry soil sample o

;-um.z-a-'um. . '
mgnum.zsglot:hmnuhunﬂou
round boerommd f.ask and add watsr

{65 ml) followes by 'mm
mlphuric scid (3% wml). . o e
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Sote: CATTION| The sulphuric acid must be edded to the ageeces s o3 .
10luzion with care. . . s o
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(e)

{d)

io)‘

(e

{g)

(n)

i)

Afrer adding sati-bumping gqranules and occan-2-al {1 ml)

mmuu'-n-m-t—;qm.muu-sunzm
containing the saspls on & heating mantle.

'x:u'mzumlmmmmuqm

uumhhnw-nruqmgulrhmmu
tha flask mmkas cootact with the beating smntle fwhich should
- owverszizel. :

£ .
Boll wnder smflux for $ hours and allow o cool. e
nluumc-hhttmmnuum.

ﬁ;-mmmmmmmmam
are preparmi as follows: Wash 5.0 ¢ of remin wizh watar ines
ameotaﬂ)mammmmm-
tha sTopcock. lmmmrmmml-um
nudsm-nmmum-ohﬂn(uul
and wacar (SD ml). Pmnnmeﬂ-!u-ehm.

_ ! Attached to the boiline flask with
mtsomimﬂ-mlodmdﬁusutlm
mottoned flasks from S.1 (4) above. Dilote the Zlask concepcs
umsonﬂhymw&umn!nmu!nt-mulm
by sucticn tizough I Yharsan No.5 tilzsr papers. Suck the
mmmmmumtummuamnonni.
mwuqmﬂ:um“hmmmm

M“hmﬁmmaluﬁ-wu Allow
tHa solutiom T percolats through a preparsd resim column from
S21 (e} abows at a flow rata of 5~10 ml/win, . )

RBamcve the fmmcal am wash the columm at a flow rmea af

J=¢ al/ain seccessively with wacar (2= =Y. IM~hpdrechloric
acid (100 =1), waeer (23 ml), 2.5% (w/v) aEmonitm chilarids
solution (30 ml) and wacer (215 al). (The PEOCesSs can ba lef=
mmmmm“mmhmuu
wsTarj. . .

mmmzu—mm-unmmm
mmm-:.!mnudmm’m
mm“so-lotm_dununsnnmmm
mix. : -

E-3  The recovery of the paraquat from the resis colomn '
will ba adversaly uz.mum::nnnum
.J{u-.-: sxcaads 1.0 al/ain.
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. ta) rxpmmwnn.ouaamdmm.tsn -
glass=stoppered tast-tubs. Add by pipecets 8.2y {w/v) smfics
dithionite soluotica (2.0 ml)

uﬂ_uxbymr inverting the
tubs once. ' ) '

- {B) Withia 5 aisutes of adding the sodine dithiomite, nee a
recording spectrophctometar to
sclution in a 4 ca path lanaeh
430 am, against a referencs sclution prepared from
saAturated assonimm chiloride (10.0 ml)
(2.0 ll)-

|
|

(e) Draw a baseline as a tangent to the
‘vmqummuezm-.
- pPeak above the baseline at 319%¢ nm.

(4) Draw a calibration curve relating the

7. QLETTLATION

umu:u—mmnmnnum.mqmm
mmwnl%mmmmlmlotm

Then paragquat cencentratioa in sampls (mg/kq)

® Volume of eluezt. nl from colum X Concea=ration in gluant {og/ml)
“
Neigat of sample, (g) '

bwmmmmm.mzrmw
rmryn;:&ylybyﬁﬂnﬂdtv&d.br:h!ctwﬂm.
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