Tnasa 13 KEJIE30

Fe AT. Bec 55,847
METO/JbI PA3JEJIEHUA

OkcTpakuus xjaopuaa keiesa. Xmopun xenesa (111) FeClz unun HFeCU
MOYXHO 3KCTParupoBaTh MPOCTBIMH M CJIOXHBIMH 3(QUpaMu W KETOHAMH.
OmnumieM 37eCh dKCTPAKIIUIO METHIU300yTUIKETOHOM (KT€KCOHOM») U3 5,5-7
H. o conepxanuo HC1 pactBopa. ['ekcoH cimenyer nmpenmodectsh ddupam,
notomMy uto koddpdunueHTt pacnpenencuus xenesa (I111) mpu skcTpakmmu
FCKCOHOM 3HAYMTEJIbHO OOJIBbINE, YeM MpPH IKCTPaKIuH dQUpaMH, U MEHBIIC
3aBUCHT OT KOHIICHTpamuu KuciaoTel. Kpome Toro, »dupsl merue
BOCTIJIAMEHSFOTCH.

Mewarwwue uouvsi. DKCTPAaTUPYIOTCSI, XOTA Obl YaCTHUYHO.: CypbMa
(111), cypema (V), mprubsak (111), memmesk (V), ramnuit, repmaHui,
somoto (I11), uaaunii, monudaex, cenen (1V), teanyp (1V), rammuit (111),
osioBo (1V) u Bananuii (V).

He skcTtparupytorcs: amomuaui, kobdanet, nepuit (111), nepuit (1V),
KagMui, Meab, Hukeab, xpom (l11), Bucmyrt, Oepunnumii, ypan (VI),
MUPKOHUM, PeIKO3eMeIbHBIC, IIETOTHO3EMENIbHBIC U MICJIOYHBIC JICMEHTHI.

Peaktussl. Comsnas kucioma, 6 H.
Memunuzobymunxemon (T€KCOH).

Xon pasznenenus. B nmenurenbHyr0 BOpPOHKY IMOMEIIAOT 25 mz
aHAITM3UPYEMOTO PacTBOpa, 6H. IO COACPIKAHHIO COISTHON KUCIOTHI, MPUOABIIIOT
paBHBIH 00beM METHIM300YyTHIIKETOHA M B30anThiBatoT 5-10 cex. [arT ciosm
pa3enuThcs M OTICISAIOT CIIOM OpraHudeckoro pactBopurtens. [IpubaBnsioT k
HeMy 25 mn 6 H. CONSHOW KHUCJIIOTHI, B30aiTBIBAIOT S cek, MO PacCIOCHUU
OTAEJISIOT BOJHBIN C0#M M oTOpackiBaroT ero. K rekcoHOBOMy €100 TTPUOABIISIOT
25 mn Bompl, B3OanThiBatoT 30 cex W maroT cloSAM pasgenuThes. JKeneso
MEPEXOUT B BOJHBIN CJIOH, TJI€ €r0 MOXHO OMPEJICITUTD.

Ecnmm  skcTparupyror  OoJbIIME  KOJMYECTBA  Keje3a, MPOBOAIT  JBE
MOCJIeI0BATEIbHBIC SKCTPAKIIUH.

JInteparypa. Onpedenenue siceneza 6 MEMALIUYECKUX ATIOMUHUU, MASHUU,
meou, yunke, nuxene u 6 cnaasax. H. Specker, W. Do 11, Z. anal.Chem,,
152, 178 (1956). Omoenenue om nuxens: K. Riedel, Z. anal. Chem., 159,
110(1957).
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Ipumenenue paznuunvix sxcmpacenmos. E. Bankmann, H. Specker, Z.anal. Chem.,
162, 18 (1958); A. Claassen, L. Bastings, Z.anal. Chem., 160, 403 (1958).

Mertona pa3nesienusi KyngeppoHoM, oca:kIeHneM Ky(eppoHaTa xKejie3a Win
IKCTPAKIUEH ero.
JInteparypa. Oxcmpaxyus. R. Pauais, Compt. rend., 206, 783 (1938);
R.E.Peterson, Anal. Chem., 1850 (1952).
Meton pa3aesieHusi 8-0KCMXHHOJIMHOM, OCAKIEHUEM OKCUXUHOJIATA ’KeJjie3a
WM DKCTPaKUuen ero.
JIutepatypa. K. Motojima, H. Hashitani, Japan Analyst, 7, 33 (1958).

dkcrpaknus poaanuaa kenesa (I11)—cm. «Komopumerpuueckne meroasr» (CTp.
773).

dkcTpakuusi  mepxjopata  o-peHanTpoiaun-kenesa  (I1).  Dkcrparupyror
HUTPOOEH30JI0M, OTHEJSAS TaK JKeJIe30 OT BaHaIWs, XpoMma, MapraHila, HHUKE,
I[UHKA U T. ]I.

Jlurepatypa. D. W. Margerum, C. V. Banks, Anal. Chem., 26, 200 (1954).

OBBLEMHBIE METO/bI

TurpoBanue :kene3a (11) oxucaurenem. OnpeneneHre COCTOUT M3 JBYX
ornepanuii: 1) BOCCTaHOBJICHHME TPEXBAJICHTHOIO jKeje3a 0 JABYXBAJICHTHOTO MU
ynajeHue H30bITKA BOCCTAHOBWMTEINS; 2) TUTPOBAHHME JBYXBAJICHTHOI'O jKelie3a
TUTPOBAHHBIM PACTBOPOM OKHCIIUTEIIS.

BoccranoBaenne wkexesa (I11). Kemeso (I11) Moxer OBTb BOCCTAHOBICHO
MHOTHMHU BEIECTBAMH, HAIIPUMED:

Bocecmanosnenue ceprucmoim 2azom. AHaIH3UPYEMBId paCTBOP, COACPKAIIUN B
500 mz menee 0,5 o xeneza, HEUTpPaTU3YIOT OO0 CIA0OKHCION peakIuu
HACTOJbKO, HACKOJBKO OTO BO3MOXKHO 0€3 BBINAJACHUS OCaaKa. 3aTeM
OpuOAaBISIOT CEPHUCTYIO KHUCIOTY WM CBCKEIPUTOTOBJICHHBIA OHCYIb(HT.
[Iponyckator TOk yriuekucioro raza B TeueHue 20—30 mun 11 MOIHOTO
yaanenus SO2.

Bocemanosnenue  xaopuoom onosa (11). Xmopux omosa (I1) He
BoccTaHaBiauBaeT tTutaHa u ypana (VI). Mexns (I1) BoccranaBauBaeTcs
um g0 meau (1), Bamagmii (V) BoccraHaBimBaeTcs ¢ 0oOpa3oBaHHEM
Bananus (IV), xpom (V1) naer npu Bocctanosinenun xpom (111). M30s1TOK
xaopuga onosa (1) ymanasiooT okucieHHeM €ro, Kak onucaHo Ha cTp. 766.

Boccmanoenenue memaniuveckum yunkom. J3 KHCIBIA  aHAIM3MY MBI
PacTBOP BBOJAT IMHKOBYIO CITMPAJIh WM IPaHyIHPOBAHHBIN IIMHK. [Tocite momHoro
BoccranoBneHus xenesa (111) (mpoba ¢ pomanuaom) GUIBTPYIOT ¥ TMPOMBIBAIOT
OCTaTOK IIUHKA.

Boccmanosnenue 6 pedykmope [iconca. AmanbraMHpOBaHHBIA LHMHK (1
amMalbraMHUpPOBAaHHBIA  KaJAMMH, KOTOPHIM MHOIJA 3alOJHSAIOT  PEIYKTOp)
BOCCTAHABIMBAET OOJIBIIOE YUCIIO APYTUX HOHOB. IIpu 3TOM MM0O-
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ayvarotes: monudaen (111), ypanm (I111) u ypan (1V), Banamguii (11), xpom
(1), ™Menawb, MBINIBIK, OJOBO M CypbMa B BHJIE METaIOB. YacTH4HO
BOCCTAHAaBJIMBAIOTCSI BoJdbppam u HHOOHNA. MeToa peKoOMeHAyeTCs INpHu
MPOBEJACHUH CEPUNHBIX aHAIHN30B.

X0l BOCCTAaHOBJIEHHUS. AHAIU3UPYEMBIH pacTBOpP JAOJKEH COAEPKATh
CBOOOJHYIO COJISIHYIO MJHM CEpHYIO KHUCIOTY B KOHIeHTpauuu oT 0,5 mo 5 H.
B 100—150 mn pactBopa momxHOo ObITh MeHee 250 me xenesza. Pemyktop
cuagana mnpombeiBatoT 150—200 mz 0,5 H. cepHOW KHUCIOTHI, BJIUBas €€
nopuusimu 1o 30 mz, 3aTeM MPOIMYCKAIOT aHATU3UPYEMBIM pacTBOP COJIH Keje3a
(I1l) co ckopocThio 75 mz B MHHYTY (peryiaupys oTcachiBaHue). YpPOBEHbBb
KUJIKOCTH B PEAYKTOPE MOJDKEH OBITH MOCTOSHHO BBIIIE CJIOS ITMHKA, YTOOBI
Ny3bIpbKHM BO3JlyXa HE OBUIM 3aXBa4eHbl PAacTBOPOM. 3aTeM IMPOMBIBAIOT
KOJOHKY Tpu pa3a 0,5 H. cepHON KHUCIOTON mopuusiMu mo 25 ma1 U TpU pasa
TaKUMM K€ MOPIHUSIMU BOJBI. Y OEKAaI0TCSI ¢ MOMOIIBIO POJAAHKUAA, UTO PEaKIUs
BoccTtaHoBJeHus jkene3a (111) mpoiumia MOTHOCTEIO M HEMEJICHHO TUTPYIOT
PacTBOPOM OKHUCIIUTEIIS.

Mewarwwue uonvi. HutpaT-moHbsl HaJ0 yAAJIUTHh NMPEIBAPUTEIBHO, BhITAPUBAs
pacTBOp 10 TMOSABJIEHUS O€JbIX TMapoB CEpPHOM  KUCIOTHL. JOJKHBI
OTCYTCTBOBATh COEJIHMHEHHUS, BOCCTaHABIMBAEMbIC€ IMHKOBOW aMaibraMou [0
00pa3oBaHUsl COOTBETCTBYIONIUX DJIEMEHTOB -COCIWHCHHUS MBIIIbIKA, CYPbMBI,
MeH, ojioBa U T. . XpoMm (I 11) u THTaH BOCCTaHABIMBAIOTCSA COOTBETCTBEHHO 0
xpoma (Il) w Twmrana (I1l), HO WX MOXHO BHOBb OKHCIUTH JI0
NEepBOHAYATBLHOTO COCTOSIHHS, MPOMyCKas yepe3 pacTBOp Bo3ayx B TeueHue 10
MuH B IPUCYTCTBHH CyJib(aTa Meau, AelcTByroliero kak karaumuszarop [0,0003 2
meau B 300 mui].

JIureparypa. F.S Grimaldi, R.E.Stevens, M.K.Carron, Ind. Eng. Chem.,
Anal. Ed., 15, 387 (1943).

Mukpoonpeoenenue. |.H.Flaschka, Mikrochemie ver. Mikrochim. Acta, 35,
36 (1950).
Boccmanosnenue memannuueckum Hukenem. MOXHO TPUMEHATH TOPOIIOK HUKEIS.
Menp npu BOCCTAHOBJICHHM BBIJCIACTCS B BHJE MeTauta, TUTaH W BaHaauit (IV)
BOCCTAHABJIMBAIOTCS YaCTUYHO.
Boccmanosnenue 6 cepedpsinom pedykmope. ITOT CIOCOO MPUBOJNUT K CEICKTUBHOMY
BoccTaHoBieHuo xkenesza |11).[lonyyaromeecs xene3o (1) MoxHO THUTpOBATH
B IpucyTcTBuu TutaHa u Banagus (1V).

JIutepatypa. G.H.Walden, L.P.Hammett, S.N.Edmonds J.Am.Chem.,Soc, 56,350
1934).
1(\/[m<p2)pez[ymop: A.F.Colson, Analyst, 70, 255 (1945) C.C.Miller, R.A.Chalmers,
Analyst, 77, 2 (1952).
Boccranosnenue nopomkom amomuaus: E.R.Riegel, R.D.Schwartz Anal. Chem., 24,
1803 (1952).
Bocemanosnenue consmu xpoma (11). XKeneso (111) M0xHO BOCCTAHOBUTH PAaCTBOPOM

conu xpoma (11), nmpubaBiaseMbiM B H30BITKE, & 3aTEM 3TOT U30BITOK OKHCIUTH TOKOM
BO3JIyXa»
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PeaxTus. B kanenbHuily noMmemaroT npudauzutenasno 0,5 M pactBop xiopuia
xpoma (I11) B 1 H. consHoit kuciaore, npuOaBIIOT 15 MIT KHIKOW HUHKOBOM
amaJibraMbl | Tepe]] yoTpeOIeHueM B30aIThIBAIOT JI0 MMOTyYeHHsI CHHETO XJIOpUAa
xpoma (I1).

Xon BoccTaHOBIEeHHUA. K aHaIU3UpyeMOMY pacTBOPY HPHUOABISIOT
W3 KameJbHUIIBI 1O KamisiM pactBop comu xpoma (I1). TlomHoTy
BoccTaHoBJeHHUs xene3a (I1) MOXHO MpOBEpPUTH C MOMOIIBIO pacTBOpa
poaanuga. Ilocie BOCCTaHOBICHUS IPOIMYCKAIOT B TEYCHHE HECKOJIBKHUX
MHHYT TOK BO3]IyXa.

TurpoBanue xeneza (I1).1lwmrz touno 0,1 H. pacTBOpa OKHCIHTEISA
COOTBETCTBYET 5,58 me xelnesa.

TurpoBaHue pacTBOpPOM OHMXpomMaTa. OTOT METOJ HMEET
MHOTO TIPEUMYIIECTB. TUTPOBAHHBIM pAacTBOp OHMXpoMaTa COXpaHsIETCS
HEOTPAaHUYCHHO JO0JITO€ BPEMsS, XJIOPHA-UOHBI HE MEMIal0T TUTPOBAHUIO,
nepexoJ OKpackh HUHAMKATopa ouyeHb oTuernuB. Kemeszo (I111)
IpeBapUTEILHO BOCCTAHABIMBAIOT XJIOpHaoM ojioBa (11), mpubaBisemMbIiM B
U30bITKE, @ M30BITOK BOCCTAHOBUTESA OKUCASIOT Xiopuaom ptyta (11).

K pactBopy nmpubaBisaioT ¢ochopHyO KUCIOTY JJsl TOTO, YTOOBI CBA3aTh
B KoMmIuiekc noHbl kene3a (111), oOpasyrormiuecs B xoae TUTPOBAHUS. ITO
npecieyeT JABE IEId. a) MCYC3HOBEHUE KEJITOM OKPAaCKH HMOHOB jKeye3a
(I1l1), dro o6nerdaer HaOIIOJEHWEC KOHEYHOH TOYKH THTPOBaHHUS, O)
CHMJKCHHME OKHCIUTEIbHOTO IoTeHnumana cucremsl Fe"/Fe", uro
crocoOcTByeT okucienuio xenesa (11).

Peaktussl. Xropuo onosa (I), pacmeop. PactBopsitor 150 2 SnCl,-2H,0
B 1000 21 6 H. CONMAHOMN KUCIIOTHI.
Xnopuo pmymu (I1), 5%-HbIii pacTBOP.
Docghopuas kucroma, kouneHTpupoBantas (85%-nas).
Cepnas xucioma, 6 H.
Hnoukamop oughenunamuncynvgponam, 0,2%-Hpiil pacTBop.
buxpomam xanus, 0,1 H. TATPOBaHHBIN pacTBOP.

Xon ompenenenus. B crakan momemator 10 mz aHamagmpyemoro
pactBopa u mpubasisator 10 mz 6 H. comstHOW KucnHoTH. HarpeBatoT moutu 110
KHIICHUST W TPHUOABIAIOT MO KarmisiM pactBop xiyopwaa ojoa (I1) mo
WCYC3HOBEHUsSI KEJITOH oOkpacku xiyopodepparnoro (l11) xomrmurekca.
[TpunuBaroT 1 Karmo 3TOro pacTBopa B M30BITKE, HO HE OoJbire. OXJaXIaroT
CTaKaH C pPacTBOPOM B CTpye BOJAOTPOBOIAHOHN BOJBI, MpHIHBAOT cpasy 10 mx
pactBopa xsopuaa prytd (1) u marot moctoste 2—3 mun. OOpazyercss MyTh
oemoro xsopuaa pryta () ©, ecim BOCCTaHOBICHHE NPOBEICHO MPABHUIIBHO,
MOSIBJISAIONIEECS IOMYTHEHUE TOJHKHO ObITh 04eHb ciiabbiM. [Ipunusarot 200 ma
Bosbl, 10 mn 6 H. cepHOH KHUCIOTHI, 5 Ma KOHIEHTpUpOBaHHOU ¢ochopHOU
KHUCTIOTHI, 6—8 Kamenb pacTBOpa MHIMKATOpa M TUTPYIOT PaCTBOPOM OMXpomara
Ipy TEPEeMEIINBAHUU JKUIKOCTU. [lOSBISIETCS 3€lIeHOe OKpallMBaHHE XpoMma
(I11). K xoHIly TUTpOBaHHE 3aMEUISIOT W 3aKaHYMBAIOT €ro MNPHU IOSBICHUU
¢dbuonetToBoii okpacku. M30bITOK OMXpoMaTa MOKET Pa3pyILIUTh 3Ty OKPACKY.
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Ecnu tutpoBanue mnpoBoamnu 0,01 w.mmm 0,001 w. pacTtBopom Ou-
XpoMara, HajJ0 HaWTH NONpaBKy Ha HWHIAUKATOP, JJISI YEro B TEX XKe
YCIOBHSAX THUTPYIOT PacTBOpP, COJCPIKAIMHA HW3BECTHOE KOJIUYECTBO COJIH
xenesa (111).

OtuMm cnocobom wmoxHo omnpeaenuts 0,5 me xeneza B 10—50
pacTBOpa npu nobapinenuu 1—2 xkanenb nuaukatopa u tutpoBanuu 0,001
H. pacTBOpPOM OMXpomaTa ¢ TOUHOCThIO +1%.

Mewarwwue uonwvt. Ilpum BocctanoBienun xene3za (111) pacrBopom
xaopuaa onosa (I1) turan He BoccranaBiupaetcsa. Banaauit (V), xpom
(V1) u ypan (VI) BoccranaBiuBarTcs cOOTBEeTCTBeHHO a0 BaHaaus (I1V),
xpoma (I11) u ypana (IV). IlepBbie 1Ba HE THTPYIOTCS OUXpOMATOM, a ypaH
(1V) turpyercs no ypana (VI). Cypema (I111) u meimesx (111) memaror
OTIPEICIICHUIO.

MoryT nomemarth u 6ojpmue komudectBa Mmeau (I11); ux MOXHO CBA3AThH
B KOMILJIEKC TOOaBJICHUEM MOYCBUHBI.

dTOopHUA-UOHBI MEMIAIT ONPEACICHUI0, Tak Kak ¢TopodeppaTHbie
KOMIUJICKCHI OYCHb YCTOWYHBBI, BCJEJCTBHE 4YEro IMOTEHIHAT Xeje3a
(111) cunmpbHO cHmxkaeTcs W uWoHbI kejie3a (I1) wMoryr okuciauThbes
KUCJIIOPOAOM BO3ayxa. Memaruiee BJIUSHUE PTOPUI-UOHOB MOXKET OBIThH
yCTpaHeHO N00aBJIeHUEM OOPHOMN KHCIIOTHI.

Jluteparypa. L.A.Sarver, | M.Kollhoff, J. Am. Chem. Soc, 53, 2902 (1931); W.
Petzold, A.Petzold, Z.anal.Chem.,161,241(1958).

[lorTenmmomerpuueckoe TuTpoBaHue. [loreHnHoMerpruecku
xene3o (11) MoxHO TUTpOBATH pacTBOPOM OMXpoMaTta, He yaalss U30bITKa
xaopunaa onosa (11).

Jlutepatypa. J. H. Hildebrand, J. Am. Chem. Soc, 35, 847 (1913) (tutpoBanue

naxe 0,0005 u. pactBopom); I. M. Kollhoff, Chem. Weekblad, 16, 450 (1919); M.
Eppley, W.CVosburgh, J. Am. Chem. Soc, 44, 2148 (1922).

TutpoBaHue pacTBOpPOM INMepMaHTraHaTa. OTO CaMblii CTapbli
METOJ[, UMCIOIINN PsJ HEJOCTATKOB.: pacTBOPHI NMEpMaHTaHaTa HE BCeTaa
YCTOWUYMBHI, CIEAYEeT MPUHUMATH OCOObIE MEpPBl MPEAOCTOPOKHOCTH, YTOOBI
n30exKaTh OKHCJICHHS  XJIOPHUI-HOHOB epMaHTaHATIM. OOBIYHO
NepMaHTaHAT OKHUCHSET XJOPHUI-UOHBI OUYCHb MEJJICHHO, HO 3Ta PEaKmus
UHIYLIUPYETCS peakilMeil OKUCICHHUs MepMaHraHatoM noHoB xenesza (I1).
Jlo6aBiaennem wuoHOB Mapranna (l1) MoXHO mnpeaynpeauTh yKa3aHHYIO
PEAKIUI0 COMPSIKEHHOTO OKHCIICHUS, €CITU KOHIIEHTPAIUS XJIOPHUI-HOHOB HE
OyJeT CIUIMIKOM OOJIBIITOMN.

[Ipu TuTpOoBaHWM TEpPMAHTaHATOM TaK e A00aBisOT GdochopHyIO
KHUCJIOTY, KaK U IIPU TUTPOBAHUU OUXPOMATOM.

Mewarowue uonwvl. Te ke, 4TO U NPpU TUTPOBaHUU Ouxpomarom. Kpome
TOTO, IepMaHTaHAT MeJUJICHHO okuciaseT Banaaui (1V).

PeaxtuBwbl. Consanas kucioma, 6 H.

Xnopuo onosa (11). PactBopsitor 150 2 SnCl,-2H,0 B 1000 mz 6 H.
constHo# kucaotel Xnopuo pmymu (11), 5%-Hb1ii pacTBOD.
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Cmecv Lummepmana. PactBopsitor B Boge 70 2 MnSO4-4H,0, 125 mn KOHIEHTPUPOBAHHOM
CepHOM KUCIOTHI, 125 M1 KOHLIEHTPHPOBaHHON (OCHOPHOI KHCIOTHI M pa30aBIsIIOT BOAOH 110 1 .

XonmonpeneneHnus. [locTynarmT Tak ke, Kak ¥ IPU THTPOBAHUH
OuXpoMaToM, BIJIOTH A0 NMpubaBieHus pacTBopa xiopuaa pryTtu (11). 3arem
npunuBaT 25 mr cmecu llummepmana, 200 mz X0m01HOM BOAB U HEMEJIEHHO
TUTPYIOT pacTBOPOM II€pPMaHraHaTa, mpuOaBJiisis €ro Mo KarisiM, mpu
nepeMelBaHuy, 10 HEMCYE3al0IIero po30BOro OKpaliuBaHus.

TurpoBanue pactBopom conu nuepus (IV). TurpoBanusie
pactBopsl cosieit nepus (IV) coxpaHstoTcs nydiie, 4eM pacTBOPhI IepMaHIraHara,
U TIpH TUTPOBAHUH MU XJIOPUA-UOHBI HE MEIIAOT.

Peaxtussbl. Cyrvgham yepus {IV), tutpoBannsiii 0,1 H. pacTBop B 1 H. CEpHOI KUCIIOTE.
o-@enanmponun-sxccneso (11), 0,025 M pactsop.

Xon onpeaenenus. OnpeneieHne MOXKXHO TMPOBOIUTH B COJSHOKHUCIBIX,
CEPHOKMCIIBIX M XJIOPHOKHCIBIX pacTtBopax. Kemeso (I11) mnpenBapurenbHO
BOCCTaHaBJIMBAIOT JIOOBIM MeTonoM. PaszbaBasior pactBop a0 200 max,
npubasasotr no 10—15 mrz 9 H. cepHo¥l kuciaoTel W 1 kami pacTBOpa
uHaukatopa Ha kaxnasie 100 mz  ananusupyemoro pactBopa. TUTPYIOT
pactBopom cosu nepus (V) go mepexonga okpacku OT KpacHOW K OJeaHO-
rony6oii. dochopHas KHCIOTa MeIIaeT ONpeesieHuIo, Tak Kak (ocdar uepus
(1V) wmanopactBOpUM.

Jurepatypa. G. H-Walden L.P.Hammett, R.P.Chapman, J. Am. Cliem. Soc, 55, 2649
(1933).
Onpedenenue 210—500 mxe acenesa: 1. C. Wells, Anal. Chem., 23, 511 (1951)
[ToTeHOUMOMETPUHYECKOE TUTPOBAHHKE
Jluteparypa. N. H. Furman, J. Am. Chem. Soc, 50, 755 (1928); H. H. Willard,P.Young, J.
Am. Chem. Soc, 50, 1334 (1928).

TurpoBanue xene3a (111) pacrBopom BoccTaHoBuTessi. [IpeaBapuresibHOe
okuciaenue xeae3a (l1). MoxkHO NPUMEHSITP MHOTHE OKHCIUTENH, H30BITOK
KOTOPBIX yAAJSIOT KUIISTYEHUEM pPacTBOpaA, HAIPUMEP MEPEKUCh BOoAOpoAa, Opom
U T. . A30THas KHUCJIOTa TakXe MNpUMEeHHMa, OOBIYHO JOCTATOYHO OBIBAET
N00aBICHHS HECKOTBKHX e¢ Kalenb, BHadalme obpasyrorcs uonbsl Fe(NO)?,
OKpalllMBAaIOIIME PACTBOP B UEPHBIM LIBET, 3aT€M OHM paszpymarTrcs. Kunartar 3-
S mun.

TutpoBanue pactBopom conu tutana (l11). Peakimsa TurpoBanusi:

e + Ti" > Fe''+ Tj"V

OmnpeneneHue NpoBOASAT B HPUCYTCTBUHM POJAHUI-MOHOB, 00pa3yrooUIUx C
xene3oM (111) KoMmIUIeKCHBIE MOHBI KpPacHOTO IBETa. B KOHIE TUTPOBAHUS 3TO
KpacHO€ OKpaluuBaHue ucyesaeT. llepexon Okpacku HE OYEHb OTYETJIHUB, HO
METOJ ObICTPBIN U yIOOHBIN Uil POBEACHUS
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cepuiiHbIX aHanu3oB. Tak MoxHO TUTpoBaTh xeine3o (I11) B mpucyrcTBHHM
TUTaHa, HO MHOTHUE JAPYTHE€ HOHBI TAKK€ BOCCTAHABJIMBAIOTCSA.: HOHBI BaHAIUS
(V), meau, cypomsl (111), maatunsr (1V), Bonbhpama, HUTpaT-HOHBI U T. .
dTOpUA-MOHBI MEIIAIOT, HO HMX MOXHO CBSI3aTh B KOMILIEKC Jd00aBICHUEM
OOpPHOM KHCIIOTHI.
Peaxktussl. Corv mumana (/ll), TurpoBaHHbIi pacTBOp. Podanud ammonus WIn
kanust, 10%-nb1it pacTBOD.
[Ipubop. Ilpumenstor OrwpeTKy, U3 KOTOPOH MOXKHO MPHIMBATH TUTPYIOIIHUNA
pacTBOp 0€3 CONMPUKOCHOBEHUS €T0 C BO3yXOM.

Xong onpenenenuns. K 50 uz ananuzupyemMoro pactBopa CoJIM Kejesa
(11l) npuIUBAOT COMSHYIO HJIM CEPHYIO KHCIOTY TakK, 4TOOBI KOHI[CHTPAIIUS €¢ B
pacTtBope okazanach He MeHbmie 1 H. [lpubaBnstor 1 ma pacTBOpa pomanwuja,
BCHIMTAIOT HEMHOTo OwmkapOoHaTa, YTOOBl BBITECHUTH BO3JYX BBIACISIONIAMCS
YIJIEKUCIBIM Ta30M, U THTPYIOT pactBopoM conm tutaHa (l11). Korma okxpacka
ponanuna xene3a (111) craner OGienHOM, TUTPYIOIHUIA PAacTBOP MPUOABISIIOT OYCHB
MEIJICHHO 0 00CeCIBEUNBAHUS KHUIKOCTH.

1 mn touno 0,1 . pactBopa conu tutaHa (l1l) coorBercTByer 5,58 Mme
xKeresa.

Jlutepatypa. Ilotennnomerpuueckoe tutposante: J. F. King, R. N. Washburne, J. Phys. Chem., 30, 1688,
(1926)

Onpedenenue xenesa u xpona ¢ cnaagax: P.Dickens, G.Thanheiser, Arch.Eisenhutt, 6,379 (1933)
Onpeoenenue ypana (V1) u orceneza (111): O Tomicek, Rec. trav. Chim., 43, 803 (1924).
Tumposanue convio xpoma (). Ananrus cmecu xpom (V1)-{-sanaouii (V)+orcenezo (111): E. Zintl, P.
Zaimis, Angew. Chem., 40, 1286 (1927).

Ananus cuecu moauboen + sceneso (111): H.Brintzinger, W. Schieferdecker, Z. anal. Chem., 78, 110
(1929).

Ananuz cmecu aceneszo (111)-{-onoso (IV) + sucmym- H. Brintzinger F. Rodis, Z. anorg. Chem., 166,
53 (1927).

* Ananuz cmecu sceneszo (L) +monuboen-\-ypan (VI1): B. C. Ceipoxomckuii, K. H. )Kykosa, 3as.
ma6., 11, 373 (1945).*

KomMmnnexconoMmerpuueckoe tTurpoBanue xemnesza (I1)
TutpoBanue pactBopoM IATA. llpunyun memooda. Korna TUTpOBaHHBIN
pactBop DA TA npubaBisioT K aHAIIU3UPYEMOMY PACTBOPY, UMEIOLIEMY
tpeOyemoe 3nauenue pH, xxemneso (111) cBsa3piBaeTcs B komiuieke. KoHen peakiuu
0GHAPYKUBAETCS C IOMOIIBIO peakTuBa Ha HoHbl Fe®*, B mannoM ciayuwae -
CaAIMITMJIOBON KHCIOTHI. METO MPUTOJCH AJS OMPEASICHUS MaJIbIX KOJUYECTB
xKene3a, KOHKYpPUPYS B 3TOM OTHOIICHUH C KOJOPUMETPUIESCKUMU METOJaMH.

Mewarwwue uonvi. MemaoT Bce HOHBI, KOTOpble, moxo0HO mHoHam Fe®*
csasbpiBatoTcs O TA npu pH 2-3. Menb, mapranen, HIMHK U Mariuii He MEUIAIOT
ompeeneHno. Memraet 6oIbII0e KOInuecTBO GOCHOPHOH KUCIOTHI

Peaxktussl. J3/TA (aBy3amelieHHass HaTpueBas COJb OTUJICHIMAMUHTETpA-
YKCYCHOM KHCJIOTBI), pacTBOp 4 2 peaktuBa B 1 1.
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Hnouxamop. CamuumnoBas kuciota, 1%-Helii cnupTroBoit  pacTBOp WM Cyibdo-
cajuIuioBas Kuciora, 1%-HbIiit BOAHBIA pacTBOP.

Ayemam nampus, 20%-Hblil pacTBOp.

Yxcycnas kucnoma.

Tlepcynvgpam nampus.

Conv owceneza (111), cramgapTHBI pacTBOp, coAepKalluii OKoJo 1 me conu
xenesza (111) B 1 .

XonmonpeneneHus. s onpenenenus orouparot 30 maz pacTBopa
conu xkene3a (111), conepxamero okosno 0,01 2 xxene3a. JlobaBnenuem arerara
HAaTpUS U YKCYCHOM KHUCIOTHI yCTaHaBIMBalOT pH pacTBopa B rpanunax 2-3,
npuOaBISIOT S Kanedb pacTBOpa MHAMKATOPA U HECKOJIbKO KPUCTAJLJIOB
nepcyibdarta. TutpyroT pactBopom DJATA no nmepexosa oOKpacku OT NypHypHOU
K )KE€JITOBATOM.

Tutp pactBopa 3/ITA ycraHaBIuBaIOT TakuM K€ 00pa30M MO CTAaHIAPTHOMY

pactBopy cosm xene3a (111).

JTureparypa. K. L. Cheng, R.H.Bray, T. Kurtz, Anal. Chem., 25, 347 (1953); *A.
Abamkupuesa, E.M. dxunwmen, 3as. mab., 25 540 (1959).*

"L.T.Butt, N.Str afford, Anal. Chim. Acta, 12, 124 (1955)

Onpeoenenue scenesa 6 npucymemsuu amomunus: P. Wehber, Z. anal. Chem., 158,321(1957).

BECOBBIE METO/IbI

B3BemuBaHue B Buae okucH xenesa Fe,0;. OcaxxaaoT ruIpoOKHUCH
xenesa (111) amMuakom B IpUCYTCTBUH COJIEH aMMOHMSI, HarpeBasi pacTBOp IJIs
baokynsuun BeiAenuBIIerocs ocagka. Ocanok OTQUIBTPOBHIBAIOT, TPOMBIBAIOT
pacTBOPOM COJIM aMMOHHS, 4TOOBI N30€XaTh MENTU3ALUH, U TPOKAJIUBAIOT €r0
npu Temneparype He Huxke 900° C [Tonbko npu 3TOH TemIepaType OKHCh JKelie3a
(1'1'1) nmepecraer ObITh rurpockonnuHoOi]| U He Bohime 1200° C, Tak kak npu O6ojee
BBICOKO# TeMIepaType HauMHaeTcs npeppanienue okucu xenesza (111) B
Fe;0,.

Oxkuce xenesa (111) nerko BoccranaBiuBaetcs. Eciiu npokanuBaHue
NPOBOJUTH HA TA30BOM TOpeJiKe B MIATUHOBOM THUTJIE, TO MOXKET MPOU30UTH
BOCCTAaHOBJIEHHE OKHUCH *keJe3a. [IpokanuBaTh HaJl0 B OTKPHITON MEYU UIIU B
KBapleBOM THUTJI€, HAKJIOHEHHOM TaK, YTOOBI BXOASIINN B HETO BO3JyX MOT BHOBb
OKHUCJIUTh MPOJYKT BOCCTAHOBJICHHUS.

Mewawwue uonvl. MemaioT Bce HOHBI, oOpa3yrmue ¢ xeiae3om (111)
COCIMHEHHUS, MEHEE PacTBOPUMBIE, YeM Tupookuck xkenesa (111): docdar-
,BaHaJaT-,apCeHaT-u CUJINKAT-HaHbI, a TAK)K€ UOHBI, CBSI3BIBAIOIINE JKEIE30
(1'1l) B pacTBOpHUMBIC KOMILICKCHI: OKCalaT- ¥ GTOPUI-UOHBI, caxapa u T. 1.
['uapookucu MHOTHX JPYTHX METAJIOB BBIACISIIOTCS B OCAJOK BMECTE C
ruapookuckio xkene3a (111). MHorue noHbl aAcOpOUPYIOTCSA 0CAAKOM: CyIbdaT-
MOHBI, HOHBI KOOaNbTa U T. M. JByKpaTHOE OCaXJ€HUE YMEHbBIIAET Ty
aJIcopOIHIO.

XoagonpeaneneHusa. AHaIU3UpyeMblid pacTBop pasbasiusiot g0 100

MJl, TOKPBIBAIOT YaCOBBIM CTEKJIOM M OBICTPO NOBOAST 10 KuneHusi. Eciun
IPH TOM BBIJEIUTCS 0CafoK (BCIEACTBHE THAPOIN3A),
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NpUOABISIOT COJSTHYIO KHCJIOTY JO €r0 PacCTBOPEHHUA. 3aTeM COCYH C pacTBOPOM
CHUMAIOT C OTHSI U PHOABIISIIOT 6 H. pacTBOp aMMHUaKa J0 ciaboro ero n30bITKa,
oOHapyxuBaeMoro 1o 3anaxy. uiIbTpyrOT UYepe3 HEIUIOTHBIN QHIBTP, CHAYajIa
JEKaHTUPYS PACTBOP, MOTOM TEPEHOCS 0CAIOK Ha (PUIIBTP, U MTPOMBIBAIOT OCAIO0K
ropsanM 1%-HbIM pacTBOpPOM XjIopuaa aMMOHUS. DHIBTP C 0CAIKOM CIKUTAIOT U
MPOKAJIIMBAIOT OCAJIOK JI0 MIOCTOSTHHOM Macchl. DakTop mepecuera’

2Fe 0,699

Fey O ’

I[TpuwmeyaHn ue. [TomyyeHHast OKUCH Kejl€3a MOXKET BHITIAAETh PA3IMYHO. OHA MOKET OBITH
KpPacHO-KOPUYHEBOW, HO MOKET OBITh U MOXO0XKEH Ha rpadurT.

Ecnn mpoxaneHHBI 0CaloOK COAEPKUT KPEMHEKUCIOTY, TO IOCIECAHIOI0 MOKHO YNalUTh
00paboTKO# MIABUKOBOM KUCIOTOH M MPOKATUBAaHUEM, HE 0OSICh OTEPATH MPH ITOM HKEJIe30.

KOJIOPUMETPUYECKHNE METO/IbI

JIJisi KOJIOpUMETPUYECKOTO OIpEAeNIeHUus Keje3a ObUIO MPEIOKEHO MHOIO
peakTuBOB. OmuIIeM 3/€Ch JBa BAXHEUIINX METOJa. B OTAECNBbHBIX Cilydasx
aHanm3a 0oJyiee CEJICKTUBHBIMU MOTYT OKa3aThCsl IPYyTHUE PEaKTUBBI, yKa3aHHbBIC B
CIIUCKE JIUTEPATYpHhI, HA CTp. 7 76.

PonanuaHblii METOA MPOCT U OH JA€T BO3MOXHOCTh ONPEAEIATH CIIEIbI
’&Kele3a, HO TOYHOCTh ero Mana (€ciii 4e MPUHUMAIOTCS CIIeUAIbHBIC MEPhI JIJIs
MOBBIIICHUS] TOYHOCTH). MeTo 3TOT He crienu(udeH.

Meton ¢ 0-(heHaHTPOIMHOM crenupuIeH U UM MOXKHO OIpPEACNATh OYECHBb
Malible ciefsnl sxenesa. [loyyaemast okpacka ycToluuBa.

* Metoa ompeneneHus jxeje3a ¢ CyJb(POCATUIMIOBON KUCIOTOW BO MHOTHX
OTHOIIEHUSX MPEBOCXOIUT POJIAHUIHBIA METOJ U MOTOMY OH Aainbiine (cTp. 775)
OyJeT Tak)Xe ONucaH moJapoOHo. *

Pomanuanbiii Mmeron. Monsr sxenne3a (111) B xucmoii cpeae o0pa3yroT KpacHbIC
POIaHUIHBIE KOMILIEKCHI.

DT0 0UH U3 HanboJjiee 4acTo NPUMEHSIEMBbIX METOJOB, XOTSI OH UMEET MHOTO
HEJ0CTaTKOB. JlecTBUTENbHO, pogaHodeppaTHbie KOMIUIEKCH Majl0 YCTONYHUBHI,
OJIydyaeMble OKPACKH 3aBUCAT OT KOHUEHTPAIMU 3TUX KOMIUIEKCOB HOHHOM
CWJIBI PacTBOpa U MPUCYTCTBUS MHOTMX ITOCTOPOHHUX MOHOB, €00 CBSI3bIBAOIINX
xene3o (111) B xomIiekchl, HampuMep XJIOPUA- U CYIb(PaT-HOHOB. 3aBUCAT
OKpAacKH M OT BeaumuuHbsl pH pactBopa.

MHTEHCUBHOCTh  IOJYy4a€MOW OKpPAaCKM MOYKHO IOBBICUTb, yMEHbIIAs
JIUAJIEKTPUUYECKYIO IPOHUIIAEMOCTh CPEbI: 100aBsis alleTOH WM TMOKCaH.

Vonsr Fe** mocreneHHo BOCCTaHABIMBAIOTCSA POIAHWI-HOHAMH, OBICTpee Ha
CBETY U OCOOEHHO, KOTJIa KOJIOPUMETPHUYECKYIO KIOBETY OCBEHIAIOT CHUJIbHBIM
Iy4KOM CBETa. DTOr0 MOXHO M30€KaTh, MPUOABIISAs OKUCIHUTENb (mepcyibdar,
IIEPEKUCHh BOJOPOJIA).



172 I'n. 13. JKenezo

MOo>kHO cTaOMIIM3UPOBATh KOMIUIEKC B OTHOIIICHHH CBETA I00ABJICHUEM CMECH
METUJIITUIIKETOHA U alleTOHA

Ponanug xenesa Fe(CNS); MoXxHO 3KcTparupoBath dpHpaMu M CIHUPTAMH,;
OH TaK)X€ UMEET KPACHBIM IBET.

Tounocmo u uyecmeumenvHocms. MongpHbIA KOA(OUITMEHT CBETONOTIOMICHUS
e~7000 mpu A=480 mmx um €=15000 B mpuCyTCTBUHU aleToHa. Pe3ynbTaThl
BOCITPOU3BOIMMBI TOJIBKO MPHU PabOTE B TOUHO OJIMHAKOBBIX YCIOBHUSIX.

Bbosbioe 3HaueHrEe UMEET COOJII0IEHHE OJIMHAKOBOM TEMIIEPaTypHl.

Mewarowue uonvi. Hexotopsie nOHBI MemaroT. Clenyromue BeElIECTBa,
MPUCYTCTBYS B KOHIIEHTpamnuu, B 250 pa3 mpeBbIaroneil KOHICHTPAIUI0 HOHOB
’Keje3a, MOTYT NPUBECTH JIMIIb K OmuOKe, KoTopas He Oyner Oosblue 2%:
areraT-, apceHar-, OpoMua-, MUTPAT-, XJIOPUA-, HUTPAT-, CyJdbdaT- U TapTpar-
WOHBI, CHHWJIbHAs, MypaBbHHas, (QochopHas W KpeMHEBas KHCJIOTHI, HOHBI
ATIOMHUHUSA.

[Mupo- u meradocdaThl TOKHBI NPUCYTCTBOBATH B KOHIEHTpALUAX, HE
npeBbIamx 5 meln, propuasl — B KoHunentpanusax Hrke 30 meln (400 meln B
NPUCYTCTBUH allETOHA), OKCAJaThl B MPUCYTCTBUU AllE€TOHA-B KOHIICHTPALHIX
ke 30 meln.

He memarT B mpucyTCTBHM aimeToHa: O00p B KOHIEHTpanusx Huke 150
meln, mermbsk (111) -amxe 500 meln, onoso (IV) -uuxe 50 meln, pryTh
(1) -amxe 50 meln, Banaguii (V) -B KoJIM4yecTBE, MEHBIIEM 25 me.

Menas (I11), xobambt, BUCMYT, THTaH, pyTeHU#, ocmuii U MoymOaeH (V1)
00pa3yoT ¢ poJaHUJ-WOHAMH OKpAICHHbIC KOMIUICKCH, Boibhpam (VI)
ocaXkJ1aeTcs B BHjIe BOJIbGpaMoBOi kuciIoThl, Meb (1) u cepedbpo ocaxmarorcs B
Buje poaanuaoB. PryTe (11) cBs3bIBaeT pogaHUA-HOHBI B KOMILICKC.

KucnotHocTh pacTBOpa JA0JKHA OBITH MOCTOSTHHOW. Poganua oObIYHO BBOJST
B KoHIIeHTpauuu, paBHor 0,3 M. Ecnu Hajo nmpoBecTu ompeaesieHue ¢ OmuOKoH,
He mnpeBblmawniedn 1%, To ykazaHHas KOHUEHTpaLUUs poJaHHAA JOJDKHA
coOJII01aThCs C OTKJIOHEHUSAMU B Tipeaenax +1%.

PeakTuBsl. Poodanuo ranusa, 15%-ubiii pactBop. Korma ompenenstor
OYCHBb Majble KOJMYECTBA KEJe3a, HAaJl0 MPOBEPUTh PEAKTHB Ha YHCTOTY. Jlis
ATOro K HEOOJIBIIOMY €ro 00beMy NpPHUOABISIOT paBHBIM 00beM aieTroHa. Ecmu
MOSIBUTCSL PO30BOEC OKpAIIMBAaHWE, MPUOABISIOT HEMHOTO COJIM AIFOMUHHS M
OCaXJAal0T AMMHUAKOM aJIOMUHHI, KOTOPBIA 3aXBaThIBAE€T C COOOM M IMPUMECH
xene3a (111), OpiBiIyIo B peaktuse. Ocaiok OTGUIBTPOBBIBAIOT U OTOPACHIBAIOT;
pacTBOp HEUTPAIU3YIOT.

Conanas wnu aszomuasn kucioma. IIpoBepsitoT peakTuB Ha yucTtoTy. Ecnu
JUIS. aHaNIM3a B3SUIM A30THYIO KHUCIOTY, MPOIMYCKAaIOT Yepe3 Hee HEKOTOpoe
BpeMs BO3/yX, UTOOBI yAaJTUTh OKHCIIBI a30Ta.

Xon onpenenenus. K 20 M aHanu3upyeMoro pactBopa, COJAEpIKalIero
50—300 mxe xemeza (111), mpubaBmsaoT 5 mi KOHUESHTPHUPOBAHHON COJISHOM
KUCIOTBI W 12 mn pactBopa ponanuna. Paz6aBisitor Bomot no 50 ma wu
OTNPEAETAIOT ONTHYECKYIO INIOTHOCTh pacTBopa npu A = 480 mmk.
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JIutepatypa. Unciio onyOIMKOBaHHBIX Pa0OT OYE€Hb BEJIHMKO; IPUBOIUM
aumb HekoTopeie u3 Hux. J.T.Woods,M.G.Mellon, Ind. Eng. Chem.,
Anal. Ed., 13,551 (1941); C. A. Peters, CIl.French, Ind. Eng. Chem.,
Anal. Ed., 13, 604 (1941); H. Cox, Analyst, 69, 235 (1944).

P.Baily, Anal. Chem., 29, 1534 (1957).

Onpeoenenue scenesa 6 mumane. J. M. Thompson, Anal. Chem., 25,
1231 (1953).

dkcrpakmus poxannna xkeaeza (111). Ixemparyus 6ymungpocgpamon. Tax
OTHENAIT Keae30 oT antoMuuus, Hukens, cypsmbl (111) u omosa (1V).

Jlutrepatypa. M.Aven, H. Freiser, Anal. Chim. Acta, 6, 412 (1952);
L. Me nick, H.Freiser, H.F.Beeghly, Anal. Chem 25, 856 (1953); L. M.
Melnick, Dissert. Abstr., 14, 760 (1954).

DKcmpakyus cmecwio d¢pupa u mempazuopohypaua.

Jlutepatypa. H. Specker, H. Hartkamp, Z.anal. Chem., 140, 353 (1953).
Onpeoenenue ¢ cmansx. H. Specker, M.Kuchtner, H.Hartkamp, Z. anal.
Chem., 142, 166 (1954).

Dxcmpakyus pooanuda dxcenesa u mpudymuiamMmonus amuiayemamom. Meron
OY€Hb YYBCTBHUTEJICH; MOJIAPHBIN K03 duruent ceeronoriomenus €~ 2 0000 mpu A
= 480 mmx. O6pa3yrolieecs: COeIMHEHUE OYEHb YCTOMUNBO.

Jlutepatypa. M. Ziegler, 0.Glemser, N. Pet ri, Z. anal. Chem., 154, 81 (1957).

Onpenenenne ¢ 1,10-penantpoaunom (o-penantponmuom). Homsr Fe®*
ob6pasytor ¢ 1,10-dheHaHTpOIMHOM KpacHbIe KOMIUJIEKCHBIE MOHBI, B KOTOPHIX Ha
ol noH Fe™" npuxonsrcs Tpu monekynsl 1,10-¢penantponuna.

[Tonyuaemast oOkpacka ycToW4YMBa B TeueHHE O0o0Jie€ IIECTH MECSIIEB.
HuTencuBHOCTD €€ He 3aBUCHUT OT BennuuHbl pH B rpanunax ot 2 g0 9. Kommieke
OYCHb YCTOWYMB. OKpacKa Maji0 3aBUCUT OT BEJIMYMHBI M30BITKA PEAKTHBA U OT
MPUCYTCTBUS MHOTHUX aHMOHOB. OHAKO, €CIM XOTAT 3THM CIIOCOOOM TOJyYHTh
OUYEHb TOYHBIC PE3YJIbTAThI, HAJO YYHTHIBATh BIIUSHHE HEKOTOPHIX (PAaKTOPOB,
KOTOpPbIE MOTYT OKa3aThCsl NPUYUHOW HEOONBIINX OIMUOOK, 3TO MOPSIOK
npubaBJeHHs peakTUBOB, BpeMs, Temneparypa, pH pacTtBopa, Memiaromme HOHbI
(cM. HEXKE).

Yyecmeumenvnocmo memoda. MoyapHbIA  KOd(D(PUIIMEHT CBETOMOTJIOMICHUS
e=10 600 mpu A =490 mmx u e =11 000 npu A = 505 mux.

XKemeso (111) Hago nmpeasapurenbHO BoccTaHOBHTH 10 skenne3a (11). Jlms atoro
MPUMEHSIIOT COJISTHOKUCIIBIN THAPOKCUIAMUH WITU THAPOXUHOH.

Mewarwue uonvi. MemamT MHOTHE HOHBI, 00pa3ys WM OCaJKU, WIA
OKpatieHHble coeauHeHus. OIHaKO MPH MPOBEACHUN HE UCKITIOYUTEILHO TOYHBIX
KOJIOPUMETPHUCCKUX OmpeaesieHni (T. €. JomycKas omuoky mopsiaka +1—2%)
UX BIUSHUEM MOXHO IpeHeOpedh, eCu
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KOHIIEHTPAI[MU WX HE TPEBBIMIAIOT ONPEACICHHBIC BEIMUYNHBI, HIIH POBOJIS
OTIpeJICIICHHE MPU COOTBETCTBYIOIINX 3HaueHUsx pH.

Ecnu ompenenenue sxemneza TPOBOAAT C TOYHOCTBHIO *2%, TO MOXKHO
gomyctuth. 50 meln xagmust, 10 meln umnka u 1 meln pryta (11), cmemyer
TOJBKO BBOJHTH H30BITOK pPEaKTUBa JUISi PACTBOPCHUS OCAJKOB, KOTOPHIC
BHAYaJIe MOSBJISIOTCS B IPUCYTCTBHH 3TUX TPEX DJIEMCHTOB.

JlomyCTHMBI ~ CIICAYIOIUE  MaKCUMaJIbHBIE  KOHIICHTpAIlMM  Pa3IMYHbIX
aneMeHTOB: pTyTH (1) 10 meln (mpu pH ot 3 mo 9), Gepuinus 500 meln
(mpu pH 3,0—5,5), monmubaena 5 meln (mpu pH 5,5), Bonbdpama 5 meln, Mmenu
10 meln (mpu pH 2,5—4,0), nukens 2 meln, xobansta 10 meln (nmpu pH 3-5),
osioBa (I11) 20 meln (mpu pH 2-3), onosa (I1V) 50 melz (npu pH 2,5), cypsMbl
(111) 30 meln, xpoma (111) 20 meln. OxcanaT- U TapTpaT-HOHBI JOIYCTUMBI B
kounenTpauuu 500 meln (npu pH OGonbine 6 unu Mensme 3), nupodocdar-
noubl - 50 meln (npu pH OGomwpmie 6), umanug-uousl - 10 meln, docdar-
noubl- 20 meln (mpu pH 2—9), dropun-uonsr 500 meln (npu pH Gosbine 4).
BucMmyT MemaeT onpeeneHni0, HO B €ro NPUCYTCTBHH ONPEICICHUE MOXKHO
npoBOaUTH npu gobaiaeHun J/[TA.

B ocamok MoryT BbIIacTh THAPOOKUCH U (ochaThl MHOTUX JPYTHX DJIEMEHTOB,
HO YacTO 3TOT0 MOYKHO M30eXKaTh, 100aBIISs IIUTPAT.

[TepxyiopaT-uoHBI OCAXKIAIOT 00pa3yOIIeecs] KOMIUICKCHOE COCTUHCHHE.

Cnemyrompe »dI€MEHTBI W HMOHBI HE MEWAKT, II0 KpauHen Mepe B
koHIeHTpausax Huxe 500 meln: anerar-, xjaopua-, xjaopar-, OpoMuI-, HOAUI-,
HUTpaT-, Ccyinbdar-, cyiabOHUT-, POJAAHUI- M LHUTPAT-UOHBI, MbIIBIK (V),
MmbIbsK (111), amoMuHui, CBUHEL, MapraHell, IeJI0YHO3eMEIbHbBIC U IEI0YHbIC
DJIEMEHTHI.

PeakTtuBsl. Iuopoxcunamun conanoxucawiii, 10%-uu1ii pactBop.
Ayemam nampus, 25%-uwrii (2 M) pactBop.
1, 10-®enanmponun conanoxucawiii, 0,5%-Hu1i1 pacTBOp.

XomonpeneneHusa. AHAIM3UPYEMbIi CIA00KUCIIBIN pacTBOp MOMEMIAIOT B
MEpHYI0 KOJIOy eMKOCThIO 25 mi. Ilonmb3ysach NIpyroil aqiMKBOTHOW MOPIHEH
npoObl, OMPEAeNsIOT, CKOJBKO Haao NpuOaBUTh pacTBOpa arerara, 4YToOBI
npusectu pH k 3,5 (mo 6pompenHooBoMy cuHEeMy), U TpeOyeMoe KOIHYECTBO
arietata mnpuOaBIAIOT B MepHylo KonOy. IlpummBaror 1 Mz pactBOpa
COJITHOKHUCJIOTO THIPOKCHIaMHUHA JuIsi BoccTtaHoBieHuUs skeneza (111) m 1 mx
pactBopa 1,10-penantponuna. Jlatot nocrosats 1 y, pa30aBisitoT BOJION 10 METKHU
U OTPEJICIISIOT ONTUYECKYIO TNIOTHOCTh pacTtBopa npu 480-20 ymmx.

[Ilpumedanue. DTUM Ke CTOCOOOM MOXKHO ONPEACIATh COAepKaHUE
xeneza (11) B mnpucyrcrBum sxeneza (lIl11), HO Torma omyckaror
BoccTaHoBJieHHe xkene3a (111) ruapokcuinamMuHOM.

Jlureparypa. Cnekmpoghom o mempuueckoe uccnedosanue peaxkyuu- W B. Fort
une, M. G. Mellon, Ind. Eng. Chem., Anal. Ed., 10, 60 (1938); S. L. Bandemer,
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P.J.Schaible, Ind. Eng. Chem., Anal. Ed., 16, 317 (1944); E. Asmus, Z. anal.
Chem., 128, 81 (1941); D. W. Margerum, C. V. Banks, Anal. Chem., 26, 200
(1954).

Onpedenenue 6oavuiux Koauwecms sxceneza ¢ mounocmoio 0,1%: J.P.Mehlig, H.R.Hulett,
Ind. Eng. Chem., Anal. Ed., 14, 859 (1942).

Onpedenenue 6 Guonozuyeckux mamepuarax: F. C. Hummel, H. H. Willard, Ind. Eng. Chem.,
Anal. Ed., 10, 13 (1938); D.L.Drabkin, J. Biol. Chem., 140, 387 (1941); H.
Cowling, E. J. Benne, J. Assoc. Official Agr. Chem., 25, 555 (1942).

Onpeodenenue ancenesa ¢ curukamax: H. R. Shell, Anal. Chem., 22, 326 (1950).

Onpeoenenue 6 cmekaax: A. Gottlieb, Mikrochem. ver. Mikrochim. Acta, 35,
320 (1950).

Onpederenue 6 nuyeswix npodykmax: C. Hoffman, T.R. Schweitzer, G. Dalby, Ind. Eng.
Chem., Anal. Ed., 12, 454 (1940).

Onpeodenenue 6 npucymemsuu sucmyma: D. G. Holmes, Analyst, 82, 528(1957).

Onpeoenenue 6 manmane. J. Hastings, T A.McClarity, E.J.Bro-de
ricx, Anal. Chem., 26, 379 (1954).

*Onpenejienne ¢ CyJab(ocaTuunIoBoil KucaoToil. Mossipabiii KoOdpPuuueHT
ceetonoryomenus € ~6000 mpu A=430 mmux.

CynbdocamunuinoBas (5-moHOCyIbhOCATHIIMIOBAsA) KUCIOTa o0OpasyeT B
aMMHUAYHOM PAacTBOPE JKEITOE COeAMHCHME Kak ¢ noHamu xeie3a (111), Tak u ¢
roHamu kese3a (11). D1o oaHO U3 3HAYUTEIBHBIX IPECUMYIIECTB JAHHOTO METO/a:
npu  ompejeieHun  oOIero cojepkaHus Kenesa He Tpedyercs HU
MPEIBAPUTEIHHOTO OKUCIICHMSI, HU TPEIBAPUTEIHLHOTO BOCCTAHOBJICHHS, B TO K€
BpeMst (CM. HIDKE) WUMEETCS BO3MOXKHOCTH Pa3JIeIbHOTO ONpEICIICHHs] 00enx
dbopM xenesa.

NHTEHCUBHOCTH TIOJTy9aeMOi OKPACKU MPAKTUYECKUA HE 3aBUCUT OT KOJIWYECTBA
NMpUOABICHHOTO aMMHaka. B KHCIBIX pacTBOpax TOT JK€ pEakTUB oOpa3syer
KpacHoe coeauHeHue Tobko ¢ xkene3oM (1 11). MHTeHCUBHOCTD OKpacKy 3aBUCUT
OT KOHILIEHTpalMU KUCIOThI, He00X0auMo Jo0aBiieHue OydepHoro pactsopa. [Ipu
pa3nuvHOM 3HadeHuu pH ciaBuraercs u MakcumyM cBetomnoriomienus (npu pH
1,5 makcumym Haxogutcs y A= 500 mmx, npu pH 5,0 - y A = 460 mmx).

dochop He MemaeT, axe €CIM €ro CoJep)KaHHe MPEBBIIIACT COJIepKAHUE
xenesa 6osiee ueMm B 100 pa3. He memmaeT 1 yMepeHHBIN M30BITOK COJIEH aMMOHMUSI.
Memaroriee  BIMSIHHE  KaibIMsl ¥ MarHus — yCTpaHsSeTcs  J100aBICHUEM
oprodocdara. CunbHBIC OKHUCIUTEIN JTOHKHBI OTCYTCTBOBaTh. Mejlb, KOOAIbT H
HUKEIIb MENIAlOT I[BETOM CBOMX HOHOB, HO HOHBI MEIM MOXXHO CBS3aTh B
OeCIBEeTHBIN KOMIUIEKC JTI00aBICHHEM HEOOIBIIIOT0 KOJIMYECTBA IIHaHUIA.

Kak B kucnoii, Tak u B meJOYHON cpeae MoxkHO onpenensatsh ot 0,25 mo 8,0
meln xenesa.

UYamie Bcero ompenensitoT ooOIiee coaep:KaHue xKejeza B IIeJouHou cpenae. B
ATUX YCIOBHUSAX MEMIAIONIee BIUSHAC MapraHiia MOXET OBITh TMPEOA0JICHO
N00aBJICHUEM COJITHOKUCIIONO THAPOKCWIaMHHA. [Ipu GonbmioM coaepkaHuu
Maprasiia OTACJSIOT OT HETOo eJe30 OKHUChI0 LHMHKAa. bojplue KoiaudyecTna
ATIOMUHUSI U MarHus o0pa3yroT KOMIUJIEKCHl C peakTHBOM. B 3Tux ciydasx
pexomMeHayeTcsi J00aBJIeHHE COJei
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AMMOHHMS M YBCIMYCHHEC KOJIMYECTBA pPCAKTHBA, KpPOME TOro, B CTaHAApPT
BBOJAT COOTBCTCTBYIOMICC KOJINYCCTBO 3TUX MCIIAKOIINUX COJICH.

Peaktusnl. Cyrwgocaruyunosas xucroma, 10%-Hbplii pacTBOp, WU
cynbgho-canuyunam Hampusi, HACHIICHHBIA pacTBOp. Ammuak, pa3daBiacHHbIH (2 :
3) pactBop. Consinas kucioma, pazbasiennas (3:2).

Xon OonpeacIeHus obmrero CoOnepXaHUI xKenesa.
Ananu3upyemsbiii pacTBop gonkeH coxepxarb B 10 mz or 1 mo 10 wmxe
xKenesa. bosiee KOHIEHTPUPOBAHHBIE pPACTBOPHI MPEABAPUTEIHLHO pas-
0aBISAIOT B MEPHOW KogOe Tak, 4TOOBl OTOOpaHHAs aJlMKBOTHAs 4acTb B
10 mn comepikana Kene30 B YKa3aHHBIX mpenaenax. PacTBop moikeH OBITH
HEUTpaJibHBIM  uiau  ciabokuciabiM.  [lpubaBasioT  Smz  pacTBoOpa
cyJb(pocanuuiaoBOi KUCIOTHI WU cyidbdocanunuiara, OSm1 pacTBopa
amMMuaka, nepememnBalT U uepe3 10 mum uU3IMEpPAIOT ONTHUYECKYIO
mioTHOCTh nipu A = 420—430 muxk.

Onpenencuue xenesa (I11). AHanusupyemsiii pacTBOp, CopepKaIui
B 10 mn or 1 no 10 mxe xene3a (111), cHavama HeHTpanU3yIOT O KOHIO
KpacHoMy (HEOOXOAMMOE KOJHWYECTBO KHCIOTHI MM MICI0YM HAXOISAT
TUTPOBAHUEM 110 3TOMY MHIUKATOPY APYTro# MOPIUU MPOOBI), MPUOABISAIOT
0,1 mn pazbaBIeHHOUN CONSHOW KUCIOTHI, 5 M pacTBOpa peakTHUBA U uepe3
10 Mun U3MEPSIIOT ONTHUYECKYIO MIOTHOCTH mpu A = 500—520 mux.

PesynbTaThl omnpeneneHuss HaXOAAT MO KaduOpPOBOYHBIM KPHUBBIM,
KOTOPBbIE CTPOAT B TE€X K€ YCIOBUAX, MOJb3YysACh CTAHAAPTHBIM PACTBOPOM
coau xene3a (111) u npumensis Te e CBETOPHILTPHI.

[To pazHocTH MexAy OOIMM COAEpKAHUEM XKeJjie3a U COJNEepKAHUEM
xeneza (111) maxomsar comepxxanue xenesa (I1).

Jdurtepatypa. C. H. Posanos, I A. Mapkosa, E. A. ®enorona, 3as. nab6., 4, 639
(1935); B.M. lMemkoBa, A. I. EropoB, 3as. na6., 4, 885 (1935) « E. E. 3ycep, 3as. nalb.,
8, 1182 (1939); E. U. Hukurtuwua, 3as. 1ab., 9, 629 (1940); B. U. Kysunemos, 3as. nab.,
12, 278 (1946); E. U. dorenscon, H. B. Kanmukosa, 3as. 1ab., 12, 973 (1946); A. K.
babko, A. T. [l mununeuko, Komopumerpuuecknit ananus, [ocxumuznar, 1951, crp. 283—290.

L.C.E. Kniphorst, Chem. Weekblad, 42, 341, 328 (1946), uut. no F. Snell, C.Snell, Coiorimetric
Methods of Analysis, N. Y., 1949.*

PA3JIMYHBIE JIPYT'ME METO/bI

Onpenenenne ¢ 2,2-gunupuamiaom. MoispHbiii k03D (HIKEHT CBe-
tonornomenusa ¢ ~ 8000 mpu X = 522 mmx. CBoiicTBa 3TOr0 peakTHBa H
npoucxojsdmue peakuuu mnono0usl cBoicTBam 1,10-denantponuna u
peaKIusM C HUM.

JIuteparypa. L. Gerber, R.l. Claassen, C. S. Boruff, Ind. Eng. Chem
Anal. Ed.,14,364 (1942); M. L. Moss, M. G. Mellon, Ind. Eng. Chem,
Anal Ed., 14,862 (1942).

Tounas xonopumempus. J.P.Mehlig, M.J.Shepherd, Chemist Analyst,
36,52 (1947). v

Onpeoenenue ¢ buonocuueckux mamepuanax:. H. Borel, Biochein. Z, 314,
359 (1943); A. J. Woiwod, Biochem. J., 41, 39 (1947).
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Onpederenue ¢ nanumkax: P. P. Gray, I. M. Stone, Ind. Eng. Chem., Anal. Ed., 10, 415
(1938); H. L. Roberts, CL.Beardsley, L. V. Taylor, Ind. Eng. Chem., Anal. Ed., 12,
365 (1940).

Onpenenenne ¢ ¢epponom (7-moa0-8-0KCHXHHOJIUH-5-CYJIb(OKHC-I0TOM).
Momnsipusiii ko3 dunrent ceetonoriomeHus &~ 4000 mpu A = 610 mmx.

Jlureparypa. J.H.Yoe, R.T.Hall, JAm.Chem.Soc, 59, 872(1937); P. Haniset,
Ind. Chim. Belg., 33, 51 (1950).
Onpeoenenue 6 eunax: J.Roubert, Chim. anal., 38,134(1956).

IkcTpakuus coegunenns kemes3a (111) ¢ depponom m TpHOyTHI-aMMOHHEM.
®ochaTel ONpeeICHHUIO JKele3a ITUM METOIOM HE MEIIafoT.

Jluteparypa. M.Ziegler, O. Glemser, N.Petri, Mikrochim. Acta, 215
(1957).

TouHast KoTopuUMeTpPHUSL.

Jluteparypa. Onpedenenue ocenesa 6 cpede XaopHou kuciomsl Tpu A -260 mwmx
R.Bastian,R.Weberling, F. Palilla, Anal. Chem., 28, 459 (1956); M. Ishibashi,
T.Shigematsu, Y.Yamamoto, M.Tabushi, T.Kitagawa, Bull. Chem. Soc. Japan, 29, 57 (1956).

Onpeoenenue o yuprkonuu (6 xaopuonoti cpede). L.Silverman, K.Trego, Anal. Chim.
Acta, 19, 299 (1958).

Onpeodenenue 6 cynvgpamuou cpede. Monsipubiit ko duruent cseromnornomnieHus ¢ ~2000
npu A= 320 mmk. R. Bastian, R. Weberling, F.Palilla, Anal. Chem. 25,284 (1953).

Cpasnumenvhviil 0030p memoodos onpeodenenus rcenesa:. J.T.Woods, M.G.Mellon, Ind. Eng.
Chem., Anal. Ed., 13,551 (1941).

OCOBBIE CIIVUHAU AHAJIN3A

Anaaus cmecu: Fe + FeO + Fe,0O3. O6paboTkoil pacCTBOPOM COJIU MEJH
OKHCIISIOT METAIINYECKOe JKele30 10 noHoB Fe?*. Ocratok, cocTosumii 13
okucu xkemne3a (I1), oxmcm xemeza (I11) w merannuueckoir wmemw,
oOpabarteiBatoT pactBopom cosm keneza (I11). Menp mnepexoaut B
pactBop, octatorcsi FeO + Fe,03. Ux pacTBOpSIOT B COJISTHOW KHUCIOTE
IpU OTCYTCTBUHU JOCTYyIa BO3yXa.

Jluteparypa. A.K JlaBpyxmna, JXKAX, 3,267(1951); cm. taxxke H.U.Croruuii,
A.TI".Kupunenko, 3aB. 1a0., 12, 294 (1955).

Okucnenue memaniuueckozo sxcenesa pooanuoom cepeopa: 1. Aubry, F Marion, Compt.
rend., 235, 1509 (1952).

Oxucnenue xcenesa cyremou. Y.Murata, S.Kasaoka, Japan Analyst 5, 156 (1956).

Onpenenenue skejae3a (M) B ropusix mopoaax: oOpaboTka CepHOU U
MJIABUKOBOW KHUCJIOTaMH Inpru OTCYTCTBHMM BO3AyXa HJIM CIIJIaBJICHUE C
dbropodopaTom HaTpus B aTMOC(hepe YIIeKUCIOro rasa

Jlutepatypa. M.H.Hey, Mineralog. Mag., 26, 116(1941). O630p memooog: O.

Robichet, Annales agronomiques. 257-324(1957). Yyeynwi. cmanu, sceneso,
PazuyHble CNIABbL, Jicele3tble PyObl — CTAHAaPTHBIC METO/Ibl aHAIN3a, CM.

ctp. 1163.
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