CE:ICLE DEVELOPMENT | CO.,INC i
. 500 FIFTII A‘VENUE ' ,A
\TEW YORK

LEASE ADDRESS ALL COMMUNICATIONS TO THE COMPANY

Mesars. P.l. Becker
‘fY.Co Afkﬁll
Jele Enithorp
Ca¥y Dunn :
S.C¢ Prescott
GeRe Cowgill
Fo Thamann,

Gentlemeng e

¥r. HeW. Comner of the
wme Wpigley Jr. Compeny hes written ms a letter dated
January 2lst to which he attechsd oopies of Hudbbard's
Modification of the Method of Wilkins, Willoughby, Eraemer
end Smith in comeotion with Dithizone Methods.

¥r., Conner collected the
above information while at Ir. Hubbard®s laboratory in
Cincinnati end while permission has been granted to dis-
tribute this informstion among the inverested parties, by Dr. Bubbard,
he wishes this matter to be regarded as confidential
by all who use it, as he may later wish to publleh it.

Very truly yours,
CHICLE DEVELOPMENT COMPANY
Encl. . Copy of Hubbard's

s.a/M7
. Presidet .
Modification of the Method

" of Wilkine, Willoughby, xn@i _‘
co: B and smith (mansono Method) -
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Jan. 21, 193

Kr. 2, %. Yates, Pres.,
Chicle Usvelopment Co.,
S00 Fifth Ave.,
Kew York, N. Y.

Dear ¥r. Yates:

with the active interest now evinced in compur-
ing alternative Lithizone methods, it might bs wsll to
distribute copies of the procedure which has been devel-
oped by Hubbard at Cincinnati.

br, ubbard looked over the notes whiob I toock
when visiting his laboratory and hes given us permission
to distribute them emong the interested parties. lie
wishes, however, that the matier be regurded ag confiden-
tiel by &ll who use it, inusmuch as he may later wish to
publish it. -

Yours truly,

Wh. WRIGLEY I, COMPAIY

per ii. %, Conner
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HUEBARD' 3 yonxrxéifid% OF Tﬁﬁ"ﬁ%?ﬁbﬁ"bfﬁ
WILKINS, %ILLDDGJBY, KRABWER AND S&ITH
(Ina. hng. Chem,, Apal. E4., 7:33-56-1935.)

Cut 5 g. sampls to less than 1 om. size,
Burn in 100-500 ml. capacitv silica evaporating dish over a matted
ges flame, After cherring is well under way, the surface may be
flaghed with the [llame,
Place in muffle ut 500°C. for 1 hour.
Cool, and add © ml. conc. HNOz (washing down sides).
Heat over open flame to evaporate acid.
Return to muffle for 1/2 hour,
Cocl, and add 5 ml. water
S ml. kaGl-BOl soluticn,
2 ml. Concentrated KECl.
- Warm to dissolve &ll ash (except for slight silica residue).

Add 18 rl. ammonium citrate solution. (Will keep iron and osleciun
in solution.i

Transfer to 160 zi. Squivb separatory funnel,
A44 one dreop phencl red. Shake,

Maks slightly elkaline by eadding conc. HH4OH until indiostor ohenges
from red, to yellow, to red. (ph 7.5)

Add 2 ml. XC¥ solution, (to complex other metals).

Add 5 ml. eliguots of Dithizone #1, sepuratinﬁ nA", &s willoughby
does, snd transfer to & separatory funnsl. After extraction of

"L" according to ¥illoughby, 20 ml. of X(NOs)s solution is obteained,
containing 1% HNOgy.

Adé¢ & drop of phencl red and neutrelize ss before, with KH40H,

Add 2 ml. of KCK,

Add 1 ml. aliquots of Dithizons #& until Dithizone layer is a
definite purple, not & pure red.

The Dithizone layer is diluted to 20 ml. with chloroform.

Free Dithizone is removed from the chloroform solution by four
20 ml. aliquots of Winters solution "Fv,

The red complex is run into 10 ml. of ECl., (ooncentrated acid
diluted with 9 volumes of water) in a clesn separatory funnel.
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The blue-green Dithizone layer, to whioh 1s added 0.15 ni., of gy.
aolute ethyl alcohol (with stlrring), is then pleced in one oup

of & colorimeter set at 31 mm. Into ths other oup is pluced a
atendard solution of Dithizone in chloroform egulvalent to .03

mg. of "', ({The setting of 31 is chosen in preference to setting
of 30 since the bvlenk contributes 001 mg. of "X", &s an average.j

A determination consists of parallel technigue on one or more
ssxrples, one blank and one standard based on an initlal .03 mg.
sample of "i" as X(KOgz)g.

REAGENTS s =
Potaasium Cyenide ...... 10 g. in 100 ml. water.

KaGl + HCl sescesscesess 5 ml. cone. HCLl ailuted to 100 ml. with
watey and saturated with .
NaCl at room temperaturs.

Ammorium Citrate «...... 40 g. citric acid mono-hydratse neutralized
with HE40E diluted to a liter. (Add 2 nl.
of chloroforz as & preservestive.)

PRenol REE cesececescesrs 04% solutior mede up with NeGl secording
to Clark & Lubs.

pithizone #1 c.eeececees W04 go Dithizone per liter CHCly.

Dithizone FZ ...ece.e0.. o1 g. Dithizone dlssolved in 30 ml. CXCig
end extracted in & large separstory funnel
with 900 ml. of 1/2% (by volume) NH40HL.
Aguscous phase is separated &nd neutrulizecg
with 10% (by volume) ECl. Frecipitatec
Dithizone is teken up in chblorcoform &na
diluted sc as to be eguivelent to &pprox-
imately .01 mg. "&" per liter. This solu-
tion is stored under HpeSO0x (6%).

Winters Solution "F" ... 10 ml. RH4O0H plus 10 ml. of 107 KCK diluted
to & liter. £4d D ml. bitkhizone #2 plus
10 ml. CHClz in & large separatory funnsl.
This will leave & de-leaded &guecus solu-
tion which retains some ysllow ammoniunx
Dithizone complex. Prepere shead end allow
tc stand in sunlight to blesch the ocolor.

Stendard Lead Solution .. 0.1888 g. X(KOz)g plus 10 ml. comc. HNOz *
diluted to 1 liter. Dilute with distilled
water 1:10 so that 1 ml. is eyulvalent to
0.01 mg. of lead.,

{(Dithizone from: Eastmen.
HC1, HENOz, KH4OH are Grasselll C.P. COrade.
Remsining reegents are Merck tlue label resgent grade.)
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