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This Standacd Cperating Procedursm governs the analysias af all

potable wacer samples being checked for the presence of aldicarn
residues.

Obaerve all ljafery practices as ‘described

in the company zatfecty
manual .

Aldica:n.,analy:xcal atandard. Rhone-fouienc.

Aldicarp sulfoxida, analytical standard, Rhone-foulenc.
Aldicazb sulfone, dnalytical scandard, Rhone=-Poulenc
Helfum, National Weldars Supply Company.
Z-Hercapcoethanol, 98 4, Aldrich.
Methanol, Burdick anda Jackaon.
Water, M111i-0® grade,
Q-fhrhaldanyde, dnalytical reaqenc,
Sodium hydroxads,
Sedium tetraborace

Fisher Scientific.
d4nalytical reagent. Mallinckredr.

decahydrace, ACS Isagent, Aldrich.

Two HPLC systems acrm ujed for th

& analysis of aldicarb and its
macabolites ia potabla water.

Hewlatz-~sackard 1090 HPLC.

Schimaczu RF-53¢0 £luozescencs
Hewiatt-Packard 3392
Column HP Cis,

detector
A integratcr
2.1 mm x 10 em, S um,

loazumenca) Paramerecs:

HMobile phase flow raws 0.8 mi/min (helium sparge)
Column tempecature 59 ¢
Injection volume 2504 TN
Fluorascencs deteaction
Exeitacion 3%0 nm

. .
Emiasion 450 nm :o.oco
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Time after injection .(in minutss) \ mecnanol (v/V) in wacer

0.00 3
5.50 3
5.60 . 25
10.50 25
10.60 80
11,00 80
11.50

3

A - [

Aldicarp sulfoxide = 5.18
AMdicarn aulifone = 5.78
Aldicarp = 10.28

System 2:

Hawiertt Packard 1090 series 2 NPLC
Rewiett Pacxard, fluorescence detector
Hewlatt Packaca 1396R integrater
Column HP C1g, 2.1 mm x 10 cm. 5 unm,

Inacrumental paramaters:

Same a3 in system )

Apparatus for post column Taaction:

Both systems uae Plckering PCX-5000 post column reaction ayscems,
The flow race of Sorn 3olutions (GPA and NaOH} i3 0.3 ml/min.
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Ultrasonic bath

Disposable filter units LC 1] PVDF 0.45 um (Millipors
product ¢ 4452)

Oisposable syringes, 3 mi.
Milliporm vacuum filteration syscem
Millipore filter units pazt number HVLP 047 00

iolutionsa:

Dissolve $ grama of aodium borace decahydrate in 800 mi of
milli-Q water in a 1000 mL Erlenmeyer flaskx. Stir the
solution with a magnetis atirrer. ’

Oissolve 1 gram of phthalic dicarscxaidenhyds in 200 ml of
mathanol. Stir the sclution with a magnatic atizrer.

. Add the phthalic cicarboxaldshyde selutien to the sodium
borace soluticn ana atir with a magnecic stirrzer,

4. Turn the heod on. Add 4 ml of marcaptosthanol to tha above
solution and secir with magnatic actizrer. This scep muae be
done in the hoed.

S. Fllter through a millipore filter unic using vacuum
filtration system

.
-a

Diasolve 3§ grams of sodium hydroxide in 1 liter of M4111-Q®
water. Stir the solution wich a magnetic scirrer

Filter chrougn millipore filter units using
vacuun filtrarion system
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Sample Concant=

'F!.lr.a: the water =

position ¢l ana ML114i-0® vart

.Place scandards of 1, 2; 5.
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Weigh one nundzed milligram samples of each of aldicard, aldicarp

Julfoxida and aldicarn 3ulfone separateiy inte three sepatace 100
volumatric flasks., Add about 50 mL of milli-Q wacer ts aach
flask and dissoive thne cempounds by swirling and bring te volumae,
Transter one millilirer ot each of these soiutions to a 100
milliliter volumeeric flaax and mikeup the volume with wacer. .
This 13 a 10 Ppm salution of sach compounc. Make the Appropriate
dilutions of this sceex solutions to make 1,2,5,20 and 100
Jtancdards. Use milli-Q vacer and grade A glasaware for all
dilucions. Store alil 3tandards in the refriqerator.

Amples through Gelman acrodise, L 13
8L3 using Becton-Dickinson, 3 ce ayringes.
filtereq directly inta Wheaton 1 mi vials,

PVDF, 0.45 um filr
Samples snould be

Cap cha vials and load the HP

IC :ample magazine scarting with a 290
BPD standard in positice ¢ 1]

followed by a 1 ppb standard in
ar in poaiticn ¢ 2.

20 and 100 ppn‘. randd:u.v among the

samples in thae sample magazine wich 20 PPD scandards in positions

9, 12.24,36.48,60,72, 84, 96.

t3 mactabolitss by the
extarnal scancard mathod using 20 ppb scandard and peak haights aa
bases for calculacicna. The integrator can be caiilbrated to
pertarm these calculations using 20 ppd standards and the peak

heighea or peax 4reas as baases for calibration. Alvays calibrate
from the moat recenc. 20 PRD standszd.

If the instrument dosa not datect the peak., then tha peaak heighes

will be hand measured ang tha sampls concencratiocns will be
calculated using che following formuia: o

Ation = Peak heigat in sampla (mm) Concenctration

X of

?eak heioht of standard (mm)

Standard (ppfl..:..
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