QUARMY REPORT OF I.O. AMALYTICAL -LABORATORIES

. Abaorption Jeotra

(8) Spectrun ProJootor , s
Iadvigs.mfon . Iv/1943 -

Poferenca: mztsaidn upectrosanalyeis (8)

Acaty_leno , oubntituted

(21&) %291 s of Mixtures of Higzer Molocula.r Weiﬁtz

N/19k3 .

Hi@zer moloc\:l.ax' wolgnt aoatylenes are presont 1n the
lov temperature condensates from electyIc-arc acetylene
vwhich cannot be separated by" either vacvum distillation
or the ;pa.rti,al condensation fractionation technique of
Stock. Neither can a .complete separation of the C4 . _ . -
acetylenes-Ye effected by these phyaical methods. The
_rotating band coluwmn of Coenen {Hils) cen separate mono-
vinylaoetylene and d.iacetyiene s however lopses by de-
omposition ‘oocur.
A camplets geparation hes been effé:c’ced by e combinaticn;
of the Stoock procedure with chemical and rhysicel
methods “Total acetylenes are -deétermined with AgCN- and.
the_ campounds containing 2 froo acetylens-hydrdgen com~- -
binationa are determined by AgNO; titration according to .
ury-Schuller, “Determinations: of molecular weight and .
vepor pregeure a.z"e used eg control. . - R

BC S

'Benzoic Acid

(14-) Detemination in Technical Sodium Benzoate Solutions o
=i Hﬁls : . : T s

‘ing aodium ‘benzoa.te, acetophenones 3 ‘and waxy J.ubrieants
by steam distilletion of the scidifled mizture »-OF . 6X:
tractiocn of the. ecldified golution ‘with ‘other. exd fmal
Sitration of: the Mberated free .acid. A new method hes’ .
been: developaa. whemby the weakly a.ma.line ‘godium henzoate!,;-
solution 'is ‘passed’ through ‘an K1 treated Hofatit‘“x f£ile
ter. The filter 1s washed with 50% acetons.: The total
filtrate and’ aqetone wesh contain the free benzolc ecid :
uh:lch o - detm'nﬂned volmpetrs.cally A correction musﬁ: :
be mde for the ‘solution of ez omall amount. of’ acid Lrom -
vthe wofatit L Work 48’ 'being carried out to.prevent
solubilit .

(3) | Determination of Traces of Mercaptens

rourt.nqmrm-ormu; No ﬂEEL NUMBCR

—y "



Small exovnts of mopropyl morcapten aro progent in di-
isopropyl xanmthogen dlgulfide. Tho meroaptan is deter-
mirsd with Folins reagent (phoapho—lB—tungatio ao1d},
(Ber. 70,71,1186,1422 (1937)). - The determination 1o
carried mt in acetons solution by meens of e step
photometm vith- a 720 m/¢ £ilter. ' ,

Bx oun . N ! .
{18) Carvélet S2on Botwoon Ash Content, C oaitioh;
aad Fusis IIIEZ ? ﬂzee Eaﬂ
- ¥Morscburg L, IV/1943

'rovious work {see-also Ivflgu, 111, 1v/19ue, x,
III/191&}, 8acws & clear Correlation between ash oontent
ash composition, and fusibility of the.Elise coal. . In-
croasing ash content.of the crade ‘éoal indicaten higher
8ilica contont and ccrrespondinsly poorer conteat in
other mincrel constituents. - Elige coals with low ash
‘contants (6-10%) have melting points of ebout 1200°C,:
due to the. formation of higa melting point gilicates;
with higher 2oh. contentz\(l5-30$ and higher) consisting
- préponderently of silica meltiug pointe higher than :
1350°C. ere obteined; . is

ot o

- "23) Determi:mticn ot Saturated I!atty Aclds

_ . and Re. latex , S
*W Iv/19h5

T"h:s iatex 1a ’.Io"ulated vith a.loohuldo KDH under reflux,"
whereby the: fetty: acids (as: 8oaps) and the. Kekal are. .
dissolved. -The alcchol: s oveporated, the. solntion acid-
ified with 1{2801., and’ the fetty aclds as well as-the. " )
nhonol-»/j’ -»napntbylezumo are’ erb;'acted vith-petroleum el
ether, " The lotter 18’ evaporated the fatty acids sapon—
ifled and.; freed.: from the: phenyl-,@ -mphthylemine by :
shaking with. sther, ' The -fatty acids mre- a@in ltborated
w:lth ‘|, minera.l acid and extracted with ether o

»"":The aqueous acid solution remaining afte:b the petroleum
. -ether’ extraction ie- azactly neutralized ‘li

'KJeldshl nitrogen detearmination
i can be run’ and th esult cal:_:ulg_tad a8 phmyl- Bt
’ phthylamine, or: . : : ’

ccording to Meerwe:ln A \35, 188 :I_.92h) perbenzoic.gcidf
- reacts mmch faster: and can be used' o‘r' . tive
“determination of double s



bonda linked on both sides uthalhrlmnpethmvith '
the end othylens linkege; this atatemont was tested with
vinyloyolohexens end found to be trus. Those reasction
velogity differences have been used to analyze mixtures
of - anw-butylenoe and an aceurady of 1$ obtainod

; -Caprolactam C S
(1) Heat Bvolved dy the Cyclohexanonoanino- &-caprol-
s+ ‘actmm fsan'enggnant o
Merseburg T __ | c 9l+3

Roference~ Cyclohexancmeoxime (3) T
.E-caprolaotam Poiymer A

(1) Detecticn of Monanors L : S
' Mﬁs&?ﬂ f_\_ : ' R IV/191¥3

Monmnore -can be dotected vith phoaphqtungetic acm vhich
. Poxme 8 thick. white precipitate with agquecus caprolactem-
solutions, and a vhite turbidity with even & 0.2% eolu-
tion, More dilute” eolutions ehould -be concentrated on &
atoam bath before tosting : R o

'Cycloﬁezanmeoxm £ ’j:,' ‘ T e )
!:_(3) Beat Ih'olved by tho Rear*anggmnt into E-Capro- -
murg L s e Iv/19h3

P’rhe wothod for measuring the hea.t evolved. 'by ‘tho rel
errangment of- cxclohexanoneoxme Anto. E’-caprolaetmn is’’
deacribedf Tt hag ‘been found to ‘be 3hloo calors.esfmole. .

- 5 . mhgis
TG Method Noe 96 (oopper aulfete procednre) gives . bigp
z-eva‘lf"-""B ‘ainde: farrous "m"?‘.}d?f;",s&9159"".1_18»5917¢d :;qf't,er_ -

_emanganatm ‘The: ‘868 vo:hmetrio mathod give
sults: due to conemtidh ‘of. pert. of the ‘hydrog
" re : : 1.6 Mathod go/ls
using: KCl-CuClp acidif: 1ed. w:lt:\h citri ‘acid which’ d:la-
olven only metallic 1ron and. ferroue, oxide ,fJ. :

fThe h!amplé i8 treatod for,

12 iNKcl in & voluﬁetric ﬂssk 'I'he




motallio iron in the sample. The ipscludble is Aissolved
“in en inert stmosphere in concentrated HCl, and the fer- .
rous iron titrated with K/10 EMnOk (use proventive solu-
ionl). The ferric iron is then titrated with N/10 TiC13
-1n concmmtod HC1 ao:l.ution.

&nueion ggoct.ral Anslyses

(7}4 cotr&l‘ Studies” Ll

. I /4T L
To ovaluate upectrograms in qua.ntative epeotrochmoal
amnysis, ‘onlarged. charta showing the 4iron spectrum are -
used on vhick the most idmportant lines of the variocus
‘elements are marked by the. usual Aymbole. The degree of
enlargement. ic_so chogen that the proJected spectrogram .
obteined wit: each ana.‘.l,vaie cen exactly cover the iron
spectrur in he tables for” ' ‘comparison and the lines of
the unknown spectrum easily 1dant1ﬁed° We h.av_o mproved
these tablee as. folloma _

e 1-. Instaad. of & relatively higa iron apectrum over
_fthe sample, there~1s recorded a harrow. Fe-epectrmn, above
and ‘below the spectrum of the Bample; -Just touching the . -

o

latter,; and tahles. end apcctrum anslysea aerc prepared by ',; .
‘using fhe. sems kit width, : We thus evoid any .goseibmtz
-of “exror d;;e to sal:lgmsnt 1 o _tables and ourvature

I 2 The reforonce lines and syn}bola are drawn m difa :
._'rerent colors,hwo ‘use- for. 3 SRR,

Ho'bla meta.la gold oranse -
Mete.‘l:h -of- Groups Iend IT ~ purple
‘Motals of Group III < drick'red "
etals of Groupa "N,’and.’v' A"sreen :
'Metalloids, rare earths - “black :
Typical steel alloying. elements i dark blue
(w, Mo, v, ‘.I.‘i 'ra, m:) \ L

‘ 3. Tho tables are prepa.reﬁ on Agfa»cmeotoatat papér‘»
Jand- inmbeddad ina pla.ati‘c. ™ Such 4ables neither ourl’ nor
_,'beoane distar'bed {in cov::mm to unprotected. tables) a.nd.

i 1 : te




(a) The very mouo plato movement by means of a
: mnoasuring spindlo movn aoo\n-ato dneomimuon g
" of wavelengths, .

(v) 'n:o repidly mootod change’ in manﬁoation
" fram 20X to 10X makes 1t possible to socan a-
wider spectral range, vhich 4s-of particular
advantage in the evaluation of abeorption
op-otm.

(o) Tho" dov.lco, m ‘apite of :Lte sinplo design, yxo-
vides & sulficient. variation of the magnifica-

- tion ‘goale, 80 that the mgnr:lcation can dbe

: eaany a.daptod, to mﬂable spootrun tabloa.

ot

Son Btudlon

(10) 'Barrea nezmination AN ~'_‘-'; R
, Wﬁ, LR T IV/191&5

no m'rer and Bodins-ﬂiegaer (Belv. " (1921)700 and.

6 (1925)817) mothod hes deen used by the Mersebuxrg: . .
Ammonia Plant and by us with excellent results for: the
‘deteimination of humus in black: earth: (fertne phin of
)hgdeburs) It 15, hovem, t!xne , S e

"n

(28) Dotewmnation of Very anall Ammts : 1 1  ': S
’.Eﬁ.teﬁérd. = - T Iv/19h3_

- *r',

'l‘ho mthod of. Rowley and. Chnrchill (Anal Ed. 9 (1957),
'551) for.the determination of-fluorins, using Th(K03)y -
‘and a.lizarine sulfonate 99’ indicator lias been tosted. -
The proceduro is rapid end acourate, ‘Limit ebout 1007
“flvorine. - Phosphates are also. titrated. vhen: present *;
ﬂw satisfactory results vere: obtainaa in the' ,
pmonca pf 10$ 1’205 caIqu.a.t‘ed on the' total nuorine

: Tout' % 3. yrites, - &
1.847ms0L _lso ol ]

ith the:yellow;perbiténimn solution. \other ‘colored:



.metallio -olutiou manticned in ths literature, such as
the green Ye-ferron.solution or organic dyes (alloxan~
thin, pyrsmidon, rescroin), are more. seldom used. The
wilhrdnwintn mothod avoids the nscessity of fusing the
gample vi xaeoQ- uartz mixture.- Pyrites from Meggen
oontain 0,011-0.016%. P and the Perunal product less
than.0,01$ . . - ) )

' (30) Detcrminaticn in Wash-Aoid
I.evca'kulen ;

. oIV 2943,
'l‘he aample is d:.atulod at 135'0. -with ém. quartz,,
BeOg and Hos0y (25 ml. oonc.AkSOh' . water), Tho
fluorine i determined q,uantitatively in the distillate
by procipitation ae Pbcl F with FoClz aomt:lon. ,

‘Fractionntion T . . : :
-(3) Determinatiom or thé I‘.’La.te E.fficiency of the I..euna
. Columm - . . A - . ; )
e ms : S :, : . IV/191&3

At I.auna.'s auggeation, tho effioiemy of the’ I.eum coiumn
vas tested, using the reccmmended mixture of 124 180~
‘butane-86% isobutylene;" and of ‘~butylene respestively.
‘The results showed the evident super:lority of the I.eun‘e.
‘over the Pod:bielniak oolmm e .

n Potaea 1um

el (19)4 Detarmination with Soamm Co’baltic nitride N
o ﬁittex;f'Id ESSE ‘ o Iv/19!+5

"l'he potassd.um :|.a~ és with eodlmn cobaltio n:l-
. trite end the yell.ow/ ‘dhed eccording to Schoorl’ (Recq.‘ i
‘prav.’Chim. Pays-Bas 61 {1942) 91-102) or determined ..
- by-a4ssolving in & HoSO4-EMnOY sclution: and back-titra
i 4ioh with - Fesou. The resulte mn 'both mthods are =
‘.jaatisfaotory., e e SR L




The method of King and Watson (Mikrochemie II (1956)147)
for the dotermination of 8102 16 based upon the forma-
tion of a silica-molybdic aoid camplex with pyramidon.
Quantitative results (weighed 2.6 mg. 8102, found 2.65
mg.) were found with a freshly rrepared meta.nilicic
acid sclution., With an aged vater glass lolutm, how-
over, only 0.6 mg. 5102 out of 2,5 mg. were recovered.
The reason for this unusual dehavior (polymorizauon 2)
has not as yot“boea d.‘lacovered. .

e

Cobalt |
: (7) Determination in Cruds end Calcined Ores in the

.Presence a MuEE ie :E ﬁ m Eﬁﬁ!
* Yulsburg copper Works . IV/igh3

The sample is tréated with HC1l end HF cr HNO3 and HoSOL:
until disgolved, the golution .eveporated to dryness, the
residue eken up with water, ﬁltored. decomposed with .
citric scid, neutralized with amonia, acidified with
‘acetic ac:td and the Co and Cu precipita.ted with potes-
sium :anthogina.ta. Same copper sulfate’ 18 added when .
_the. original copper content ia, low. 'The yrecipitate ie
.dieaolved ‘in” HNO% + HpSO)- end 'the solution fumed to .
drynaas.. The residus is: thken up in hot vater and the
weakly acid soluticn is titrated potentiumatrica.uy -
acoordirg to Dickens and Mgssen after addition of am-
imonium citrate and:emmonia with m,,ro(cn)s using a .
calml»plat:lmm electroda by adding an excess rof the
;mo(cu)s and. titrating ‘ba.cl: with a CQ(N03)2 aolution. :

‘ ‘Thege. mpurities ez-’e
’,,present in the longeet shain fraction c18) (e

‘;(l) Datemination £ Phenyl- -Haphthylamina



m rouovine oontrol mothod \rg,l tooted and found to e
satufactor:

A D-gn. nmle ie diuolvcd in 125 nls, ot acetio ao:ld,
and titrated at room temperature with a/J. nitrite solu-
tion until one drop of the solution shows a definite
groon -spot ‘vhen placed on a white paper. ‘A. correotion
of 1.5 ml. Hf1 nitrite sclution is made, this emount of
.solution deing required for the methylphenyl-d -paphthyl.
emine to produce-the identical green spot., Thus, if for
{a) gn. of sample {b) ml of N/l nitrite solution are re-
.quired, the phenyleo -naphthylemine content 18 given by
izhe otpression 'b-l.p_. i . : -

Sodim Lge o, - ‘
(10) Determina.tion of "J.'i'a'&é?a' or. Chlorides’
) u . .

Iv/a9h3.
The nephelanetric and. potantianetric diethods for.deter-
mining emounts of chlorine under 100 mg. Cl/1 sodium
hydroxide -solution with silver nitrate were investigated.
‘Both procedures gave satisfactory results, despite high ..
“NalN03 ccntents. on known concentrations. A curve has besn -
eotebliched for use ne'phelanetrioally wit«h the Pulfrich :
stepphotaneter, RIS R ‘

'.l'he fo]loving atudies were made to detennine vhich of the -
- two procedures 18. ‘best: for. control pifposes. ' The aample i
“was diluted and pc.eaed throu@ an acid}pretreated. WOfatit,
‘K filter. This retains the cations, the HaOH leeving. -

7 vatu' and the NaCl foming HC1. -The ﬁltrate is concen—» =
trated after neutralization and_titrated’ according to Vol-
hard This avoids the use of large amounts of KNO; 0

xel methoda “11sted.
The relationship of
i tions, end constitut




the mm tor choosing suitable procedures to suit the
caso discussed. It has been found that the iodine mm-
ber results of straight ohain olefins is independent-of
variations in conditions, while for brenched olefins
milder conditiocns are necessary to avold substitution,
On the contmry, ccnauaatod dienss require more ener-
getid treatment for 'camplete veturation. The methods
-of Eaufnann, Mlein, Winkler, Cortese, MoIlhiney, Hanus,
w:.Js »+88 vwell as thiocyamam mmber ‘and” hydrogemtion
‘Were conszidered. It will be necesearyfto prepare syn-
thetic mixtures ar pure hadrocarbons to test theee ‘
procodm-ea. . .

(2) Detarmination of &nall Ammmts of suica Can'iers _
Ludwigahafen T """-~'-' ] T 'IWK,' :

Most of ﬁne 8102 18 removed by HF. ‘I'he Has graup 1a .
precipitated, the insoluble dissolved in HRO3 and the Pd
detemined by precipitation with’ dimathylglycxime RN

‘acidfPication with: HRO3,
‘emount of POL! preaent 38’
‘betveen ‘the two titrations. s




‘Sulfur” Pyrites '

(15) Determtnation of Fluorine -
: Yeverkusen, inorg. L . Iv/i943

Reference: Flucrine (29) Lo R
Steel Coae | "’

(8) Tungsten Detecmination mn Steel C
~ Merasbirg _ = , X IV/19’t3

The precipitated. wo; obtained according to I1.G.A.5T2 pro-
cedure for stainless steels still contains considereble
smounts of occluded iron and molybdemm. The precipitate
gshould be purified by dissolving in KeOH and represipita--
ting Good results are o‘btainod by thie puriﬂcation.

(9) - Matog: on Deteminntion E SRR

. Tmprovements in the dietil.‘mtion procednro, the.use of
K/100 instead of N/20 sclutions, and réduction .in the
blanks obtained with the ‘reagents has greatly " inoreesed
the accuracy of the“dstermination. The nitrogen context
Jof the-acid solu‘ble and 1naoluble portions degends upon :
: tha treatmeub comiitions.. DL

(25) 1 Deteaminationa in steol Sl e e
. Merse‘Eurg .

) Reference. Steel (9)

‘l‘r:lcresyl Phosphe.te

- (7) Detection m Edible oua

7‘_

’I'he e of techntcal tricreayl phoaphate 1n foodstuff 1s
/' Porbidden due to-the: ‘poisonous: nuture of ‘the: ortho cam= "

“ pound present;: ‘and to. prevent such use the. tricreayl«-

- phosphate. 18’ dyed. with 0. .0012%" Zapon True Blue BL before
“marketing.” “The cempound i used,. navex:bheless,
preparation ‘and: eeparat:lon of; ecne sﬁible oﬂe'




(3). Determination in W/10 Stesl ‘
, rae . - T IV/1943
Reference? Stegl (8) -

Alumimin Chloride N
{4). Devermination of Boluble AlC1x in Iscmerization

‘ g_;x’%ﬂ ;‘-.,, . . IV/191*3

-

Only part of the AlClz present 1n AlClz, cata.bata
(supported on activated alimina or clay) 18 soluble in-_
organic solvents such as acetons or nitrobenzeno. The .
soluble part has the‘comstitution A1C13, the insoluble:-
is probadly .an wchlorido AJ.(:lgOH_‘t or A10Cl. The
separation is carried out by treating, with acetone or

. nitrobenzene until gll AIC1z has been dissolved. - The
aoetono solution can be direobly potentiametrically or
argontanotrically titrated. " The difference fraom the
. total chlorine gives the insoludble chlarine shich-is
calculatad as insoluble A1C1l3. The soluble AlCl3 con-
tent 1p approximately the same as the sublimable Alc13
vhich 19 & measure of the catalyst'a activity. S

l Anino—h-Ona.nthraq_uinnne \
(’2) chmitographic Detemination 1n h-»Diamimanthra

) uinone - ... co - R .
%F'EEM o T s /gl

Ainmothiazole

e 1v/19u3

‘ "I.'hia‘ daterminaticn can be qarried mt@otentianetricmy
by t’ftra.tion with §60H. The™first inflexipn point cofres-
SF-the free &cid end the. aecond

)ipheny: weak 8. of .
8 a.re Very ﬁbasily hydrolyzed. 1n the presence: of’ we.ter,.:



s

This is not the case vith aniline, Consequently & mix-
.ture -of the two bases can be noutralized vith B0l end
treated with a large excess of ‘vater, whereby tho d1.-
phenylemine, which is practioally water-insoludle, will
separate out. The separstion 1s accelerated by immers-
ing the container in lce water. -The diphenylamine ie
filtered through a welghed Jena crucible, washed with
vater, dried in vacuum and veighed. The aniline can dbe
determined in the filtrate vith bromine according to
1.G. Method No. 31. The nitrogen content of the iso-
lated diphenylemine can also bé determined. The pro-
cedure vas tested on synthetic samples. : '
Anthiranyldisulfide - |
(1) stu ’ y of A Imercapten |
Teverkusen : C Iv/aghs
_Refereﬁce_: Apthfmnyldd.sulfid.e @y - ' i
Apparstus e RO
'(ijs'yrrepéi'aﬁon of Double Tistilled Water ~ ._ - -,
= Oppem - e v/igh3
Re_fére_hém Distilied water (2) , ’
(1%) Zsndling Semples in Inert Atmosphieres |
A5 approxinately cubicsl bor 1o provided vith a glass
pane at the top, end a door et the side. Tvo other .
‘adjacent sides are provided with holes. into “which ‘are
‘£itted rubber gloves: Further, there are provided an

‘fnlet and en cutlet for a stream of inert gas. This. ..

W

SN

Setoup 15 used for hendling vemples in inert atmosghere
Zfor instance AlCly indried air, pyrophoric catalysts in
Hp sticephere, caustic alkalles in C02, etc., and other

’ orresponding carboxylic acid and
er ‘being dstermined by. dietilletion




Distilled Water

@) Awﬁu for the Preparation of Doubls Distilled
ater I - SR T

Oppan ©IV/1943

The ordinary distillation apparetus is provided with an
arrangement to keep the water level constant and at the
same time continuously feed fresh water to the still to
replace the volumes. distilied. This uractice results in

& continuzous and considersble enrichment of .the galt
content of .the water left in the still, i.e., from 100-
1000 times. Thig results in gradually lowvering the
capacity of the still, limiting ite output and lovering -
the quality of the distilled water obtained. These._ob-~ -
Jections were overcome in Oppau as follows: . L

‘The inlet end outlet of the feed-are separated. -The
outlet rcaueina as pefore in the level regulator. The
‘inlet, however, 16 at the opposite end of the water -
level so that mo impurity concentration can telke place.
Since 1t is necessery to preheat the feed,. this 18 car-

ried out' by passing through a partisl condenser placed

‘betveen the still and the regulation condenser.
(k) ~Deterntnation of 1-Awino-h-Gryanthreguinons

| ToverFumen > L fvhows

eparation 1s carried out by passing e pyridine - —

solution of the sample through Al20s' and washing with
water. ' The diaemino-compound 1s:disGolved quentitatively .

. in the water while the axy-compound remains adsorbed in -
~the upper layer of the alumina. It can then be removed
~with hot KaoH solution and determined colorimetrically.
- ‘After washing off the dlemino-campound, the l-smino-lb- -
- 01y~ aldo the 1-oxy-anthraguincne cen be Qtected =
| quaelitatively by treating the Alp0s.column with N/10 ..
- WeOH which forms an orange colored ring which cen-be .-
b : .88 the divectly colored ring’

The gt ; 4

quantitative ‘sébarai o

13



‘The titration provedurs of Blberfeld, using XsFo(CN)g
for the detertuination of tho godium salt of the above
acid, wao tested. The titration has a sharp end
po:n‘!ﬁ but the results are about 0.%5% higher than the
valuoa obtained by the weight of the tetrapethyl
thiuram disulfide which separates through the titre-
tion, This dirfecrenco I egcribed to oxidizedle im-

puritiec.

45-Diox.zanthraq_uinona

) Detemina.t:lon of 1 }Trio:vanthrag inone
. Toverkusern . 2 B 17/1915

A etudy made in en orrm to shorten the time neceaaary
for the determination of 1,2,5-trioxyanthraquinone, has
shown that the triox,y-canpound can be directly deter-
miped in the ariglnal sample by the msasurement of the —
extincticn with a stop-photometer, - Tricxyanthraquinone
gives a violet solution whenmade alkaline with Ha0H
showing’a molecular extinction of 9000 at 610 mp 5 _
vhereas thes 1,5-dioxy solution is orange-yellcwand has
an extinction of 36, for which & correction cen be made.
Under certain circumstences the trioxy mey: ‘be separated
‘éhramatégraphically. from the dioxy, the remaining im- -
purities” seye.rated and..the&xtinction.meaauzment_caniet
,Out i K : : p -

?(1) Anﬂlﬂiﬂ of DiPhWJ.amine—Anilina Mixtures o
o T T gk

The. ﬁne],v? atvided rubber 15 swelled am/ benzene,‘
“cipitated: with methanol; the fi.}.trate 18 evaporated to ;
”dryness anﬂ t-he trihutylphanol sublme off Y




in Sulfato

(1) Dotommtioa of the Bult 1aic Acids:
erkusen , /194>

Rerorence: Sulfinic Acids (1)

Mersolate _ ' \
(20) Detormirntion of the Sulfinic Acids o
R Lev"“er'men'_" — "'"""'"'""'—"A" . o Iv/2943

Ret_e_renne: Sulfinic Acids (1)- :
EcreszléamM" - o ' S

(l) Detiormination mRub'ber . .

- Leverkusen e ’ /1943
‘Reference; Rubber (19) R
’Thiocyanate : L Co ‘

,(2) Dotemination m Ga.s antl Amonia Liquocra 5 ‘

Oppeu ; I IV/19“5

waiser, Cbm. Ztg. 1912 p. 1285 reccmnends the follmv- ,
ing procedm-e' *100 .mls. eample.-is evapcrated t0 20 mls. )
.in & porcelain. dish on a wa.ter bath, diluted with 50 mis.

and again reduced to 10 mls. The iesiduasl volume is =~ "
‘filtered in 2725 or ‘50 ml. g gradua.ted. cylinder, 2 mls. of ~
‘a solution:of 6 gms. FeCls. in,100 mis. 104 BC1.are added

and. the-volume made. up to "25 or 50 mla. “with: distilled -

,water ‘The: eomtion is: colorimetrica.lly cunpa.red with a:
‘standard prepared: 'by addi.ng the’ required amount of n/so :
;‘:mmcns solution. S R 4 fie ,

J:Oil&gg Prevenf.:lon
’ ) 'Research with' Geauo'

gf'rhe mot.hodf Dubovita;: ( :
':the deteminationa £ '




mm‘by tae dicarbonate is decomposed and the CO2 cvolvod
48 ocllected in e XDH tuld and veighed. The water con-’
tent is the difference betveen the 1ou on heating- and
the CO2 collooted.

e

Bulfinic Acids

. (l) Determiration .
Toverkagen _ w/itz

Sulfinic acids react vith anoe with formation of disule-
fonehydroxylemine, according to the oquation :
-~ ZR - B02H + HNO2 «—s(R = 802)2KO0H. .
On this basis the sulfinic acids content of Nepasin
-sulfinate can be determined by titration with HNO2 in
acid solutions, using KI-asterch paper to determins the
end point,  Any HoS503 present must be meoparately deter-
mined and allovance made for the adddtional B!!Oa con-
mtion. . )

Sulfite waate I.iquo:r

-

(T) Pentoaes Detominat:lon for the Dotection of Beech-~"
~wood in Spruco Vool ﬁﬁite I..iquors ;

Sinco the wood. of decidnous or foliage Arees conta.ins :
more pentoses than pine-needle trees s the prasence of .
“the.former can be deteoted from the pentoaea ‘content of
aulfito—liquors. ‘The determination is carried out as -
“usuel in furfural and the pentoeea precipitated as. f'ur- x
{»tural-bar‘bitxn'ic acids e T

‘:»‘I‘ri'butylphenyl






