vantages that ‘we have - incorporated thla step in our routlne
method. Wwe have made approximately 4,000 unalyses with it and ve
are compleotely satisfied with the results.

l. #e find no losses at low isad concentrations.

2. ife £ind the final single color to be as stable as the
mixed color which we useqd previously

3. We find no losses due to phosphate in the final extr action
sven t;ough cltrate is not added. xper¢munt“ on thls phase were.
carried out by us with quantities of phosphate up to 5 Wi o hils
quantity 1ls excessive and is unlikely to cccur in the last extraction
if 7oo0d techniqgue 1s employed in previous =teps. Pho "“h¢+e in ¥CH
has been a topic of discussion for muny vears, but the amount in
thile rousent is so small that in our 1aborat0ry we have not bothered
to remove it. Hore sericus 1s entraimment of phosphuts in the final
step due to Incomplete washing of extracts in the earlisr extrsctions.
ie have stressed this point ‘as well as the need for proper sequence
In adding the reazents in the last stesp in several of cur publications.
The additicn of cltrate in the estimation extraction is unvece SAry
z2lthousn we recommend its use in the initlul extraction step.

Lo I admit failure to understand th@ptests described on
pa=es !} und % under "Solubility of lead dithizonate st pil 11.L."
%0 have tested thls angle comparatively using 100 micrograms of
lead and extracting with a single quantitv of dithiszone at pi 4.5
and 11.5. The agueous phase was then analyzed for lecad by extruct-
ing it with di-beta-~naphthylthiocarbaszone, wi:ich extracts comnletcly :
et high pH values and 1s completely insoluble in the agqueous phase, ~~- -
Comparabtle quantitiss (1-2 micrograms) were found. e felt that
his repres&nted entr&inment lbsses-r&thar then solubillity losces,

5 " Accuracies of 7 5 per: cent shown on page li are
excellbnt for the range. 0-5 micrograms, purticularlv ina 1 cm.
»ell.. In most analytical 1nu1ng Lhis the, errors up to.

s aEing sf,reagents are enerally
;”rcquired is a blank deter-

cf the curve.; The calibration curve is then drawn parallel to th
original and the valuea of " aubsequent ‘readings employing the same
dithizone solution are taken from: the corrected curve.  This may be
eliminated if the 20r0. 18 est&blished by setting the photometer
“eslls. e hty
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\”ébdrt LTD=1i5-57 continued "

R It 13 a decidea advantage to be usble to use one
"dithizona nolution for all extractions, Initial and final oolorimetric,
~ _and this feature attracisd us to the method since it meant the
fi?elimiuaticn of bottling three distinctly different solutions which
wight go bad and wbloh might delay analysis if they had to be made
up and. ¢glivrated.:

’-.

£, It should ba admitted that the Bauton Rcugs method is
anplicable only to pure lead gclutlons. iWhen applied to blologlcal
material, it must be modificd to handle this more complex medium
which may ocontain interfering elements, particularly blsmuth.. -
This has been done in our lsboratory and the modified procedure
discussing all of the points mentloned in the LTD-45-57 report

will be published a3 a follow up to the paper by Snyder.

9. In connection with the THEL test, it should be pointed
out that regardless of ths compound whi ch 1s formed with lodine
and dithizone, it is interesting that this compound is different
from load dithizone as evidenced by the ghift of ths maximum to
lowsar wave lsngth (490 a: ainot 510). 4s nsed by Baton Rouge, the
method 13 not a "single cclor method but rather a “mixed ccTQr"
becauee of the great excess of dithizone which is employed. This
excess is important sinceqthe amount of dithizone in the extracting
solution is redused to one-half (to conform to the originsl single
color method); quantities of lead below 3 mlcrograms are not
sxtracted.

10, On page 8, tho statement is made that sensitivity
waa "ost due to the eoincidence of the absorption maxima of the
dithirone reagent and the orssno-~lead dithizonate.” Dithizone
transmits strongly at 490 mm; in fact, 1t shows a. transmission
maximnm at. SQS qp Its absorption maxime occur at L %ﬂ and

610 QP

"11. It is recognized that the pH 11.5 extraction method
18 so contrary to what has been done with dithizone in the past
that there may be some resistance to its use. ¥e are convinced
of its auperiority over the clder method, but alao recognize that
difficultles might occur:in the applicatlon of the method to
specific.problems,. ' It is understood therefore that each application
ghould be thoroughly*inveatigate& and that certain modifications

1_may‘become nec : .

Jo Cholak
Janusry 5, l9h6




