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OOTOMETPUYECKOE OIIPEJEJTEHUE MAKPOKOJIMYECTB
KEJIE3A U TUTAHA B PEAJIbHBIX OBBEKTAX B ®OPME

STUJIEHIUAMUHTETPAALIETATOB

T.®. Pynomerxkuna*, B.M. UBanos

(xagpedpa ananumuueckoil xumuu, e-mail: mvonavi@mail.ru)

HaijigeHsl onTHMAaIbHBIE YCI0BUS 00pa30BaHuUsI U ONpeaeIeHbl XHMUKO-aHAJUTHYECKHE XapaKTe-
PUMCTHKH 3TWIEHIHAMHUHTETPaaeTaToB (koMiiekconaToB) :keje3a(Ill) u turana(IV). Pazpadora-
HbI METOAMKH ()OTOMETPUYECKOTO0 ONpeaeTeHUs 00JIbIINX KOJHYECTB JKejie3a M TUTAHA B peaJib-
HBbIX 00BEKTaX PA3JIMYHOr0 cocTaBa. MeTpoJiornyecKue XapakTepPUCTHKH He YCTYNAIOT MOJTy4YeH-
HBIM NPHU UCHOJB30BAHUM KJACCHYECKHX METOAOB AHAJIM32, HO METOAUKH 3HAYHTEJbHO

MPEBOCXOAAT UX 110 MPOU3BOJIUTEIbHOCTH.

KaroueBble ciioBa: 3muﬂe;—tduamu;—tmempaauemambl, acene3o, muman, cnexmpoqbomo-

Mempusl.

3ajaya omnpeeneHns IEMEHTOB OCHOBBI U MAaKpPOKOM-
TIOHEHTOB, CIUIABOB, Py, MUHEPAJIOB U JIPYTHX TPUPOIHBIX
U TPOMBIIUICHHBIX OOBEKTOB IPEANOJaraeT MCHoJIb30Ba-
HHUE BBICOKOTOYHBIX METONIOB aHAJM3a C MOTPEIIHOCTHIO,
He npesbinatomeii 0,5-1,0 ota.%. IloatoMy Bce Hopma-
tuBHO-TexHU4eckre HOKyMeHThl ('OCTs, OCTe, TY u
Jp.) PEKOMEHIYIOT KJIACCHYECKUE XMMHUYECKHe (TpaBH-
METPUYECKHE M THUTPUMETPHUUECKUE) METOAbI aHAIIN3a,
MTO3BOJISIFOIIUE JOCTHYh HEOOXOAWMOW TOYHOCTH OIIpe-
nenenus copepxanuit nx10% (rne n = 1-9), s yse-
PECHHOM MACHTU(HKAIIMN MapK{ CTAIM WM CIUIaBa, Mpa-
BUJILHOTO TIOJICUETA 3aMacoB IMOJE3HBIX MCKOMAEeMBbIX,
OLICHKU COJEP’KaHUsI MOJE3HOTO KOMIIOHEHTa B TEXHOJIO-
THYECKOM TpOAyKTe M T.JA. OIHAKO HEBBICOKAS CEJICK-
TUBHOCTb OCaJUTelNs B IPAaBUMETPUM WJIM THUTpPAHTa B
THTPUMETPHUU TPpeOyeT AOBOJBHO MPOIOIDKUTENHHON TIPO-
OOMOArOTOBKU — OT/AEJICHUS ONPENeNsIEeMOro WM Mellla-
FOIIMX KOMIIOHEHTOB, TEPEBEICHUS ONMPENENIIeMOrO dJie-
MEHTa B TpeOyeMYI0 CTEICHb OKUCIICHUS, BBEICHUS
MAaCKUPYIOLMX areHTOB, YCTaHOBJICHHUs HEOOXOIMMOMN KHC-
JIOTHOCTH PacTBOpa U T.A. Bce 3Tn omepanyy MOryT npH-
BOJUTH K MOTEPSIM ONPENENIIEMOro 3JIEMEHTa U BIIMSIOT
Ha TOYHOCTH QHAJIN3a, PE3KO YBEIMYMBAS €r0 MPOIOIIKH-
TEJBHOCTh, & MHOTNA MPUBOIAT K HEBOCIIPOU3BOIMMBIM U
Jla’ke HEBEPHBIM PE3yJIbTaTaM.

Panee [1] MBI paspaboranu mertoguku (poToMeTpu-
YEeCKOr0 ONpeaeseHnss OONbIINX KOJIMYECTB HUKENS U
Me/IW B CIUIaBax, IIaMax, pylax, KOHIEHTpATax C I0-

I'PELIHOCTRIO, He npeBblatomeit gqonycrumyro 'OCTa-
Mu. B manHOM paboTe mpemiokeHo ucnonb3oBath JJ[TA
JUIsl POTOMETPUYECKOTO OMpEseIeHUs OOIBIINX KOJH-
yectB xene3a(lll) u turana(IV) B peanbHbIX 0OBEKTax.

JKcnepuMeHTATbHASA YaCTh

Pacmeopur u peazenmut

Hcnonb3oBanu pacTBop, NPUTOTOBIEHHBIN U3 KBacCIOB
(NH,Fe(SO,),x12 H,O B 1 M HCI, crannaprusosan-
HBII TpaBuMeTpuuecku. CTaHmApTHBIM pacTBOpP
turana(lV) (5 mr/mn) 8 1 M H,SO, rorosum no to4-
HOW HaBECKE METAJUIMYECKOrO TUTaHA CHEKTPaJbHOW YM-
crotel, pactBopennoii B H,SO, (1:5) npu Harpesanuu ¢
nocieaytonmM okucnennem tutana(lll) azotHolt kucimo-
toir. DJITA (0,2 M pacTtBOp) roTOBMIN M3 (PUKCAHATA.
Bce pacTBOpBl NPUTOTOBIIEHBI U3 PEAreHTOB KBaIM(UKa-
1y He Hwke “a..a”. KucmorHocts co3gaBam 1 M pa-
creopamu HCl u NH,, pH KoHTponmpoBau CTEKIISHHBIM
anekTpojoM (morennuometp “pH-3407). OnTudeckyro
TUIOTHOCTH m3Mepsui Ha oromerpe “KOK-31” B cTek-
JSIHHBIX KIOBETaX C TOJIIMHOM cios 1 cm.

Pe3yabrathl M UX o0cyxkaeHue
Onmumanvusle ycioeus 00pazoeanus
IMUIEHOUAMUHMEMPAAUEMAM 08

Xots komiuiekcoHat >kenesa(lll) umeer makcumym
CBETOINOMIOUIEHUs pu 256 HM, ynoOHee MCHOIb30BaTh
JUTMHY BOJIHBI 365 HM, MpU KOTOPOH MOJISIPHBIN KO3 UII-

*Pabora BbIONIHEHa BO BeepoccuiickoM HHCTHTYTe MUHEpanbHOTO chIpbst M. H.M. denoposckoro (BUMC).
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enT nornomeHus paBeH 1030, onTUMaNBHBIN IS OIpe-
JieNieHnst OONIBIINX KOJMMYECTB >Kejie3a C UCIONIb30BaHU-
€M J0CTYNMHOro npubopa — (OTOIIEKTPOKOIOPUMETPA.
Okpacka MOsIBISIETCSL Cpa3y IOCIE CMELICHHs] PacTBO-
POB KOMITOHEHTOB Ha XOJIOJI€ M YCTOMUYMBA JUIUTEIHHOE
BpeMs.

B Tabn. 1 mpuBeneHo BnusiHue pH Ha onTHYecKyro
TUIOTHOCTh PacTBOpoB Komruiekconata xeneza(lll). dns
ompenenenus: pekomerayem pH 2,7 — 6,0. Housr Fe(Il)
HeoOxoauMo mipeaBaputensHo okucnauth a0 Fe(Ill). 3a-
koH bepa BemonHsercs B npuanazone 0,008-0,09 mr/mi
Fe(I1I).

Kommnnekconar tutana(IV) obGpasyercss B mpucyt-
crBun H,O, B Teuenue | 4, UMEET MaKCHMyM CBETO-
norowenus npu pH 365 HM U MONSIpHBINA KOQQUIMEHT
noromenus: 1070, pacTBopb! ycTONHUMBBL 23 4.

B Tabn. 2 mpuBeneHo BausiHue pH Ha onTHYECKYIO
TUIOTHOCTh PAacTBOPOB KoMiuiekcoHata tutana(lV). s
onpeneneHuss pexkomennosad pH 3,2-7,0. 3akon bepa
BeImonHsgeTcs B auanazode 0,006-0,08 mr/mu Ti(IV).

Xots xommiekcoHatsl skene3a(lll) n Turana(IV) obpa-
3ytores ipu pH< 2,5, vcnonb30BaHue TakoW KHUCIOTHOCTH
HerenecooopasHo u3-3a Manoit pactBopumoctu JITA
mpu 3toM pH.

Onpedenenue xncenesa

Ucnonp3oBanue xomruiekconara sxene3a(lll) mis ¢o-
TOMETPHYECKOTO OTPEETICHUs JKee3a MO3BOISIET I0CTa-
TOYHO ONEPATUBHO M C BBICOKOM TOYHOCTBIO OMPEIETIATH
ofmee conmepykaHue JKeie3a B KEIe3HBIX py/laX, KOHICH-
Tparax, arjoMeparax, HeKOTOpbIX (eppocIuiaBax, COJsX
U Ap. 0O0BEKTaX C BBICOKUM COJIEp’)KaHUEM >Kele3a.
Nwmerommecss HOpMaTUBHBIE JTOKYMEHTBI pEeTJIaMEHTHPY-
IOT MOKa3aTelld CXOJMMOCTH HapaljieNbHbIX OIpesene-
HUIA, KOTOpbIe OOBIYHO HE MpeBbImaroT 1 oTH.% OT om-

penensieMbix coaepxaHuii xkenesa. Hanpumep, TOCT
23581.18 [2] ycTaHaBIUBAET PAcXOXKACHUS MEXIY pe-
3yAbTaTaMU JIBYX MapajulesIbHbIX ONpEAEICHUMN MpU J10-
BepuTeNnbHO BepoaTtHocth P = 0,95 mpu coaepkanuu
obmero xenesa 15-30, 30-50 u 50-70% (0,25; 0,30 u
0,40% COOTBETCTBEHHO).

Memoouka

Hagecky anammsupyemoii pyast 0,15-0,25 r cmauuBa-
0T Bomou, moOaBirsttoT 40%-10 HF, HECKOIBKO Kallenn
konn. HNO; u 5-10 mn H,SO, (1:1). Harpesaror no
pacTBOpeHUsl pyabl U BbIIEIEHNS [IApOB CEPHON KHUCIIOTHI.
BraxkHblil 0CTaTOK CMAaYMBAOT BOAOM U CHOBA YyIapUBa-
10T JI0 NApOB CEPHOM KHUCIOTHI [yl OoJiee MOJIHOTO yna-
neaust propua-uoHoB. Con pacTBOPSAIOT B BOJE NPH
kurstuennu ¢ pobasnennem HCI u mepeHocaT B MepHYIO
Kooy emkocthio 250-500 mi. Ecnmu ocranvich HepacTBo-
pHMBIE YaCTHIIBI PYIbl, HX OT(WIGTPOBBIBAIOT U JIOTUIAB-
JAI0T ocTaTok co cmeckio Na,CO; u Na,B,0, (1:1),
MIPUCOEINHSI PACTBOP CIIaBa K OCHOBHOMY DPacTBODY.
[Tomy4enHbIil pacTBOp pa3daBIAIOT A0 METKH BOAOW H
IepeMeInBaT. AJIMKBOTHYIO 4acTh pacTBOpa, COIep-
*)aryro 0,5-1,2 Mr kesnesa, MepeHOCSIT B MEPHYIO KOJIOY
eMKocThio 25 mi, noGasmstor 2 mu 10%-ro pactBopa
BUHHOU kucioTh, 5 Ma 0,2 M pactBopa O[TA u ycra-
HaBnuBatoT pH 4,2—4,3. PactBop pa30aBisiioT 10 METKH
BOJIOM, MEPEMEIMBAIOT U U3MEPSIIOT ONTHYECKYIO ILIOT-
HOCTh uepe3 30 MuH npu 365 HM OTHOCUTENIBHO BOJBI.
Pe3ynbrarsl omnpeneneHus jkene3a MpUBEIEHbI B TadM. 3.

Onpeodenenue mumana

Hcnonb30BaHne KOMIUIEKCOHATa TUTaHA [O3BOJISIET
YCIEIIHO aHAJIM3HPOBAaTh KaK THTAHOBBIE CIUIABbI, TaK U
MUHEPAJIBHOE CHIPbE: MIBMEHUT-MarHETUTOBBIC PYIIbI,
pytun, nonapuroBble KoHueHTparbl. OCT [3] ycranaBmu-

Tabnuma 1

pH 2,67 2,74 3,19 3,46 4,28 5,64 6,01 6,20 6,68
A(365) | 0,627 | 0,630 | 0,630 | 0,621 | 0,618 | 0,617 | 0,613 | 0,593 | 0,553
Tabnuma 2
pH 3,24 4,05 4,50 5,45 6,36 7,01 8,12
A(365) 0,572 0,586 0,581 0,571 0,580 0,564 0,560
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Tabnuma 3

Pe3yabTaThl OTOMETPHYECKOTO ONpeAesIeHHs Kejle3a B BHAe KOMILUIEKCOHATA B
00beKTax pa3ju4yHoro cocrana (%)

Oo6paszen (comepxanue xenesa,%) | OmnpeneneHo B BUIE OmnpeneneHo Apyrum
KOMIUTIeKcoHarta (n = 5; merosioM (n = 3;
P=095) P=095)*

I'CO 1480-84I1 Cunepur pspoBoit | 33,25+ 0,3, —

(P 9) Feys=33,14 £ 0,07

I'CO 2742-83 Pyna xene3o- 25,8, £0,2¢ -

marHetutoBas Feyg, = 25,99+ 0,14

C1.COB 5363 UnemeHnt- 31,5;4+ 0,4 -

mMaraetuToBas pyna (IMJ)

Feoﬁm =3 1748 + 0,21

I'CO 2744-83 Pyna xene3o- 52,80+ 0,35 -

marHetutoBas Feqg, = 52,84+ 0,14

I'CO 2271 Konuenrpar 63,26+ 0,45 -

BAaHAJMEBOM PyIbl

Feoﬁm = 63,19i 0,22

Deppocuuimii 27,7,£0,25 27,85+£0,2,

Fe=68-70 30,15+ 0,3 29,95+ 0,3,

OCO HOC-18; Fe =10,8;+ 0,25 10,80+ 0,11 -

* Onpe:{eneﬂo UOJAOMETPUYECKUM TUTPUMETPUICCKHUM METOAOM.

BAaeT JIOMYCTUMbIC OTHOCHUTENbHbBIE CTAaHIAPTHBIE OTKIIO-
umenus 0,035; 0,021; 0,015; 0,012; 0,010; 0,008 mpu onpe-
nenennun 5,0-9,9; 10,0-19,9; 20,0-29,9; 30,0-39,9; 40,0—
49,9; 50,0-59,9% TiO, cOOTBETCTBEHHO.

Cpean MemammMx 3JI€MEHTOB, 00pa3yloluX B cia-
OOKHCIBIX PAacTBOpPAaX OKPAIICHHbBIE MEPOKCHIHBIE KOMII-
JIEKCBI, CIEyeT OTMETUTh HHOOWIA, TaHTaI, MOJMOJCH U
BoJb(pam. [l ycTpaHeHus] MEIIAIOIIEero BIAMSHHS THX
U JIPyTHX JIETKOTUIPOIM3YEMbIX 3JIEMEHTOB B aHAIM3UPY-
€Mble pacTBOPHI MPU OINpPEAEIEHUN Kelle3a U THUTaHa
noGapisior 10%-1 pacTBOp BUHHOM KHCHOTHL [locKonmbKy
B YCJIOBUSIX 00pa3oBaHMs KOMIUICKCOHATa TUTAaHA TOJY-
yaeTcs TakKe KOMIUIEKCOHAT JKelie3a, aHau3upyeMble
pactBopsl rotoBuiy npu pH 4,2—4,3, 4toObl B 0HOM U3
Hux (0e3 nobasnenus H,O,) nomy4nTh KOMILIEKCOHAT
’Kenesa, a B Apyrom (¢ podasnennem H,O,) — momyuuts
CyMMY OOOMX KOMIUIEKCOHATOB. ONTHUYECKYIO IJIOTHOCTb
000MX PacTBOPOB M3MeEpsUIH uyepe3 | .

Memoouxa

HaBecky o0Opa3ua pacTBOpPSIIOT B CMECH KHUCIIOT, KaK
yKa3aHO NpH aHaJM3€ JKeJe3HbIX pya. PacTBop mepeBomsiT

B MEpHYI0 K00y, eMkocTbio 250—500 mur. [l ananmza
OTOMPAIOT IBE OAMHAKOBHIE AJMKBOTHBIC YACTH, COMAEP-
xamue 1-2 mr TiO,, n noMemaroT ux B MEPHbIE KOJI-
061 emKoCcThIO 25 M. K ofHO# anuKBOTHOH YacTH /10-
oasnsitor 5 M 0,2 M pactBopa DJITA u ycranaBnuBa-
ot pH 4,2-4,3 pactBopom ammuaka. K apyroit anuk-
BOTHOHM yacTu Takxe npunuBaioT pactBop IUATA u
2 mn pactsopa H,O, (1:9) n ycranasmsaror pH 4,2
4,3. TIpuroTOBJIEHHBIC PACTBOPHI Pa30aBIISIOT JI0 METKH
BOJIOH, MepeMennBalOT U OCTAaBISIOT Ha 1 4. OnThuec-
KYIO TUIOTHOCTb PAacTBOPOB HU3MEPSIOT mpu 365 HM OT-
HOCUTEJILHO BOJBI.

Jlnst pacuera copep kaHusl TUTaHA U HKeJle3a UCHOJIb3Y-
0T pacueTHble (GOPMYJbI 3aBUCUMOCTH ONTHYECKOH TUIOT-
HOCTHU OT COJIepiKaHusl 2neMeHTa. [l pacuera copepxa-
HUSI TUTaHA U3 ONTHYECKOW TUIOTHOCTH PacTBOpa, COAEP-
xamero H,O,, BEIYMTAIOT ONTHYECKYIO IIOTHOCTh pa-
cTBOpa, He coxepxkamero H,O,. Pesynbrarel onpenerne-
Hus TiO, B peanbHBIX 00BEKTAaX NPHUBEAEHHI B Ta0I. 4,
OHU CBHJETEILCTBYIOT O TOM, YTO Kak IO CXOAMMOCTH,
Tak 1 1o npasuiabHOCTH 3TU HOpMatueel OCT [3] BnonHe
JOCTIDKMMBI TIPU UCTIOJIB30BAHUN Pa3pabOTaHHOTO METOJA.
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Tabnuma 4

PesyabTaThl oromerpudeckoro onpenenenusi TiO, B Buje KOMILUIEKCOHATA TUTAHA B 00beKTAaX
pa3iau4Horo coctasa (%) (n=3; P=0,95)

azer] (coneprkanvie TiO,, % TICTICHO B BUJIC TICTICHO METOZIOM
Obpasery (cozep TiO,, %) Orpe, Onpe, JpyruM
KOMITIEKCOHATA
I'CO 350-75 JlomapuToBsiii 384,£04, —
xonnerTpar (CBT-16A) 38,5+ 04
I'CO 2273-82 ppkonvieBast pyra 20,55 = 0,25 -
CLE120,6410,3
Cr C3B 5363 MnbMenunt- 7,1, £0,1, -
marHeruroas pyaa (IMJ) 7,05+ 0,2
MeMeHUT-MarHeTUTOBBIE Py/IbI 16,14 0,2 16,25+£0,1¢*
19,1, £0,1 19,2,£0,2,*
17,9, £0,2, 17,85+£0,2¢*
202, £02, 20,35+0,2*
Pyrun (TiO,-ocHOBa) 93,6, £0,5, 93,75+£0,6) **
90,25+ 0,45 90,154 0,65 **
Oepporuran ['CO @ 14Ti-71,2+£0,1 714 +£0,3 -

*OmnpeneneHo GOTOMETPHYECKHM METOIOM C IMAHTUIHPHIMETAHOM; **0ITpe e IeHO TUTPHUMETPHUUECKIM

metonoMm ¢ DJITA.
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PHOTOMETRIC DETERMINATION OF IRON AND TITANIUM
MACROQUANTITIES IN THE PRACTICABLE OBJECTS IN THE FORM
OF ETHYLENEDIAMINETETRAACETATES

T.F. Rudometkina, V.M. Ivanov
(Division of Analytical Chemistry)

The optimum conditions of formation are found and the chemico-analytical characteristics
ethylendiaminotetraacetates (complexonates) iron(IIl) and titan(IV), are determined. With use
spectrophotometry the techniques of definition iron(III) and titan(IV) in objects of various
structure are developed. The metrological characteristics do not concede received at use of
classical methods of the analysis, but the techniques considerably surpass them in productivity.

Key words: ethylendiaminotetraacetates, iron, titan, spectrophotometry.

Ceenennst 00 aBropax: Pyoomemxuna Tamwsina @edopoeéna — BeA. Hayd. cOTp. (akyynbrera mnoupoenaeHus MI'Y,
kaHJ. xuM. Hayk (trudometkina@Jandex.ru); Aeanos Baoum Muxaiinoeuuy — npodeccop kadeapsl aHaIUTHYECKOM

XUMHUH XHMH4eckoro akymprera MI'Y, nokT. XuM. Hayk (mvonavi@mail.ru).



