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O®OTOMETPUUYECKOE ONIPEJAEJEHUE XPOMA B ITPUPOJHBIX
N MPOMBIHNVIEHHBIX OBBEKTAX B ®OPME
STUWIEHANAMUHTETPAALIETATA

T.®. Pynomérkuna, B.M. UBanoB

(kaghedpa ananumuueckou xumuu, e-mail: mvonavi@mail.ru)

HaiineHnbl onTHMabHbIE YCI0BHsI 00PA30BAHMS U OTIpe/ieJieHbl XHMHKO-AaHAJIMTHYECKHe XapaK-
TePpUMCTHUKM 3TWieHAuaMuHTeTpaauerara xpoma(Ill). Pazpaborana meronuka ¢oromerpuye-
CKOro omnpeaeaeHus 00JbIINX KOJIUYECTB XPOMa B XPOMOBOIi pyle, cTaau JerHPOBaHHOI, (ep-
poxpome, okcuge xpoma(Ill). Merposiornueckne XapakTepUCTUKH He YCTYHNAKT IOJYy4YeHHbIM
MPHU HCOJIb30BAHMH KJIACCHYECKOr0 THTPUMETPHYECKOr0 aHAJIN3a, HO MeTOAMKHU 3HAYUTEJIHLHO

MPEeBOCXOAAT UX IO MPOU3BOAUTECIBHOCTH.

KuarwueBsble ciioBa: 3mwzeﬂduaMuHmempaauemambz, HUKeéb, Meob, R'O6a]lbm, aHcene3o, mumar, Xxpom,

sanaouil, Cnekmpopomomempusi.

B HacTosiiee BpeMs akTyanbHa 3ajada OlepaTuBHOTO
OTIpENICIICHNs] DIIEMEHTOB B MPUPOAHBIX, MPOMBIIIICH-
HBIX U TEXHOJOTHYECKUX OOBEKTax, a TAKXKE B IPOIYKTaxX
WX TiepepabOTKH C BEICOKOW TOUHOCTBIO, HE YCTYIIAOMICH
tpeboBanusm ['OCT. OmnpeneneHue MaKpOKOMITOHEHTOB
B IIUIAKaX, OTBAIAX W OTXOJaX METaJUTypru4ecKoro mpo-
U3BOJICTBA, & TAKXKE B CMECSAX COJIeH, TEXHOJIOTHYEeCKUX
pacTBOpax W JPYTHX AHAJOTHYHBIX OOBEKTax TpedyeT
OTIEPaTUBHOCTH M BBICOKOH TOYHOCTH, TaK KaK MO3BOJISICT
YCTaHOBUTH IIEHY Ha 3TH MaTEPUaibl, YTO MPEACTABISICT
KoMMepdeckuii uaTepec. Hanbomnee ycrneninoe penieHne
3THX 3a/1a4 Ha CErOJHSIIHUHN JeHb CBSI3aHO C IPUMEHEHU-
€M KOMIUIEKCOHATOB, B YACTHOCTH ITHJICHIMAMHUHTETpa-
aIeTaroB, MOMIOMIAIONINX B BUAUMOM 00JIACTH CHEKTPA,
111 POTOMETPUUYECKOTO OIPEAETICHNSI HOHOB METAJIJIOB.

[Ipeumy1iecTBaMu HCHOJIB30BAHUS ITHIICHAUAMUH-
terpaykcycHolt kuciothl (J[ITA) B kauecTBe aHaTUTH-
YECKOTO pearcHTa sIBISIOTCS HU3Kash YyBCTBUTEILHOCTD
(MomsipHBIe KOO GUITUEHTHI TTOTTIONIECHHST KOMIUIEKCOHA-
TOB B MakCMMyMax HOIVIOUICHHs COCTaBISIIOT OoT 90 1o
1100), mo3Bossiromas onpeneIsiTh MUJLTUTPAMMOBBIE KO-
JMYECTBA IEMEHTOB 0e3 pa30aBiieHUs] pacTBOPa; BHICO-
Kasi CEJIEKTUBHOCTD, MockoJibKy JJITA obpaszyert ¢ psom
COIYTCTBYIOIIMUX 3JIEMEHTOB O€CLBETHBIE KOMIIJIEKCHI;
YCTpaHEHHE [TOMEX CO CTOPOHBI 00PA3YIOLINXCS THAPOK-
COKOMIIJIEKCOB; OTCYTCTBHE COOCTBEHHOTO TOIJIONICHHUS
B BUIMMOM 00JIACTH CIEKTPA, YTO BAXKHO MPH UCIIONIB30-
BaHMU OOJBIINX M30BITKOB PEareHTOB.

Panee ObI0 MOKa3aHO, YTO HCIOJIB30BAHUE ITHIICH-
JTUaMHUHTETpaaneTaroB Hukens, meau [1], xenesza(lll) u
TuTaHa [2] ans GOTOMETPUUYECKOTO OIMpPECIICHUs] ITHX
SIIEMEHTOB B MPUPOIHBIX M MPOMBIIUICHHBIX O0BEKTaX
MO3BOJISIET PEUIATh Psii aHAJIMTUYECKUX 3a4ad IO HUX

OTIPENICIICHNUIO JIOCTAaTOYHO OINEPAaTUBHO M C BBICOKOU
TOYHOCTBIO. M3ydeHne KOMILJIEKCOHATOB psijia HOHOB
[BETHBIX METAIJIOB KaK aHATUTHYECKUX (HopM [uist HOTO-
METpUYECKOTO onpeaencHus [3, 4] mo3sonwio paszpabdo-
TaTh PsIl METOJUK, B TOM YHCJIE ONPEICICHNS XpOMa, KaK
npu ero HU3KoM coaepxkanuu 0, n—n% B CHIIMKAaTHBIX Ma-
Tepuanax [5], cnimaBax Ha OCHOBE HHOOUS [6], cTaisx u
crutaBax [4], Tak v TP BRICOKOM COZIEPKaHUH — JIJIST aHa-
JIM3a XPOMOBBIX Py, XPOMHUCTOIO JKEJIe3HSKA U APYTUX
peanbHBIX 00BeKTOB [7, 8].

OOBIYHO U151 OTpeieNIeH sI HU3KOTO COJePKAHUS XPO-
Ma B IPUCYTCTBUU OOJIBIINX KOJIMYECTB COIMYTCTBYIOIINX
3JIEMEHTOB XPOM OTAEISIOT KaK C MCIOJIb30BaHUEM Iile-
JIOYHOTO OKHCIUTEIHLHOTO BCKPBITUSL JUIS OOpa3oBaHHUS
XpOMaT-HOHOB, TaK U 3KCTpPaKLUEH XpoMa WU XKelle3a
U COIYTCTBYIOIIMX d3JeMEHTOB. [ mpoBenenus ¢oro-
METPUYECKON PEaKIMHU XPOMAaT-HOHBl BOCCTaHABIUBAIN
1o xpoma(Ill) cynbdurom HaTpust WM IPYyTUM BOCCTA-
HOBUTEJIEM.

Kax 6pu10 mokazano [3, 4], nonsr xpoma(Ill) B mpu-
cyrctBun DHTA npu crossHMM pacTBOPOB B CIabOKHC-
JIOH cpejie yKe Ha XOJIOAY MOCTEIEHHO 00pa3yloT KOM-
wiekconat xpoma(lll), uyTo mposBisieTcss B oKparmmBa-
HUHM PacTBOPOB B (proseToBbIi 1BeT. ONTUMAIbHBIMU
ycinoBusMu oOpa3oBaHusi KomruiekcoHata xpoma(lll)
ABIIIETCA HarpeBaHue kucioro pactBopa (pH 2-4),
conepxkamiero 6—10-kparabiii u30biTok DJITA, Ha BO-
JITHOM OaHe WM ero KumsveHue. V3yueHne KoMIUIeK-
COHara Xpoma B mHMpokoi obmactu pH, a Takxke ¢oro-
METPHUYECKHE U I[BETOMETPUYECKUE XapaKTEPUCTUKU
npuBeACHHI B pabote [9].

[enp HacTosmIeH pabOThl — H3yYCHHE BO3MOKHOCTEH
OTpeNeICHNsl XpoMa B BHJE 3TWICHIUAMHUHTETpa-ale-
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tata xpoma(lll) B o0bekTax ¢ BBICOKHM COJIEPKaHUEM
XpoMa: XpOMOBBIX pyaax, (eppoxpome, XpoMe MeTaJlIu-
YEeCKOM, HUXPOME, a TAK)Ke B JISTUPOBAHHBIX CTAJIAX 0€3
OTJICNICHUS XpOMa.

JKcnepuMeHTAJIbHAA YACTh

PearenTts! u annaparypa. Vcrnions30Bany pacTBOp ANX-
pomara Kajus, IpUroToBneHHbi u3 ¢pukcanana K,Cr,0; u
conepkarmmii 1,06 mr/mi xpoma. JATA (0,2 M pactBop)
TOTOBMJIM M3 (hpukcaHana. Bce pacTBOpBI MPUTOTOBIIEHBI
13 PeareHToB KBaTM(HUKALINK HE HIKE «4.11.a». Kucmor-
HOCTh co3nasay ¢ nomompo 1 M HCI u NH;, pH xon-
TPOJMPOBAIN CTEKIISTHHBIM 3JIEKTPOJOM (TIOTEHIIMOMETP
«pH — 340»). OnTHdeckyo IIOTHOCTh U3MEPSUTH Ha (o-
tomeTrpe «KDOK-31]» B CTEKJISIHHBIX KIOBETAaX C TOJIIH-
Hoi1 cios 1,0 cm.

Pe3yabTaThl M HX 00CYK/AEHHE

Kak mokazano pawbme [1, 9, 10], sTunenanaMuH-
terpaarierar xpoma(lll) (B manmpHeleM KOMILIEKCO-
HaT Xpoma) B BHAMMON OOJACTH CIIEKTpa MUMEET OAHH
MaKCUMyM CBETONOTIONmeHus pu 540 HM ¢ MOJSIPHBIM
k03¢ punmeHToM morIomeHus &' =203, B 10 BpeMs
Kak comyTcTByromme emy snemMeHTsl (xene3o(IIl), au-
Kellb, MeJ[b) 00pa3yroT KOMIUJIEKCOHATHI CO 3HAYNTEIHHO
MEHBIITUMH MOJSIPHBIMU KO3 PUITUEHTAMHU TIOTIIOIIEe-
Hus (Tabmn. 1) [Toaromy B 0ObekTax aHanusa ¢ npeodia-
JAIOIIUM COJIEp’)KaHuEM XpoMa M0 CPaBHEHHIO C COJep-
xaHueMm Hukens u xene3a(lll) momexu ot mpucyrcTBus
9TUX DJIEMEHTOB OyIyT HE3HAUUTENbHBI (COACpIKAHHE
MeIH B TaKWX OOBEKTax, KaK NPaBWIIO, 3HAYUTEIHHO
MEHBIIIE — JIECSATHIC U COTHIE JOJH MPOICHTA).

OnTuManpHOU SBISETCS KUCIOTHOCTH pH 2-5, on-
HaKO ISl TIOJTYYCHHUS TOYHBIX PE3YyJIBTaTOB HEOOXOTUMO
MOJACP’KUBATh BO BCEX aHAIM3UPYEMbIX pacTBopax pH
4,7-4.,8. Bce ananu3upyeMble pacTBOPHI COJIEPKAN OKO-
70 10 Mr ackopOunoBo# kucnotel U 5 M 0,2 M DITA.
Komruiekconar xpoma moiy4asid Mpu HarpeBaHUM pac-
TBOPOB Ha KHUIISIIIEH BOAsSHOW OaHe B TeueHHe 15 MUH.
[Tocne oxmnakJeHUS PACTBOPOB M3MEPSUIA ONTHYECKYIO
IJIOTHOCTH Tpu 540 HM.

Psayn peanbHBIX OOBEKTOB MMEET BBICOKOE COZCpIKA-
HUE JKelle3a M HUKEJNA, 3HAYUTEIbHO MPEBOCXOALIee
coJiepKaHWe B HHUX xpoma. Hampumep, nerupoBaHHBIC
CTaJIM, CoAeprKaliye B OOJNBIIOM KOJIMYECTBE HHUKEIb U
no 70% sxene3a. HeoOXoaMMO y4HUTBHIBATH CBETOIOTIIO-
LICHUE KOMIUICKCOHATOB OCHOBHBIX 3JIE€MEHTOB TaKHX
00beKTOB. [l 3TOro OBLTM MOCTPOEHBI 3aBUCUMOCTHU
ONTHYECKOH MIOTHOCTH (A540) OT COZIEpIKaHUS JKee3a u
HUKEJNS B MHTepBaiax KoHIeHTpanuid ot 0 1o 1,44 u ot
0,14 10 0,96 Mr/Ma COOTBETCTBEHHO JIJIsT HUKEIIS U XKeJle-

3a B ONTHUMAJIbHBIX IJISA ONPCEACIICHHUA XpOMa YCJIOBUAX.
OTH 3aBUCUMOCTH UMEIIN BU:

A540Fe =(0,0023 +0,0002)C ..,
As40Ni =(0,0025 + 0,0002)Cy;,

rae Cp, u Cy; — conepkaHue *ele3a U HUKENS COOTBET-
CTBEHHO B QJIMKBOTHOH 4acTH aHAJIM3UPYEMOTO PacTBO-
pa, ML

OpHEHTUPOBOYHOE COJIEP’)KaHHE BCEX KOMIIOHEHTOB
aHaJIM3upyeMoro obpasia oObIMHO M3BECTHO Mepes Ha-
9aJioM OIPEAEICHUS U3 JaHHBIX PEHTIeHO(IyOpECIICHT-
Horo aHaim3a. Eciu 9To HEOOX0MMO, OHO MOXKET OBITH
M3MEPEHO W PACCUUTAHO IO BEIUYUHAM ONTHYECKOU
IUIOTHOCTH TeX € aHAJIM3HPYEMbIX PACTBOPOB ([UIs
OIICHKHU CONIEep KaHMs kene3a mpu 365 HM, a JUIsl OIIeH-
ku cozpepkanust Hukesns npu 990 u 730 um). TounocTs
MOJTy4aeMbIX 3HAYeHUH BIIOJHE JOCTATOYHA JJIsl pacyera
MIOTIPABOK Ha COZIEPIKaHMUs ITUX IEMEHTOB.

1 BBIYMCIIEHUST ONTHYECKOW IJIOTHOCTHU IOIJIOLIE-
HUSl KOMILJIEKCOHATa XpoMa M3 BEJIUYMHBI ONTHYECKOU
IUIOTHOCTH, U3MepeHHO! nipu 540 HM, BBIYMTAIH 3HaYE-
HUS ONITUYECKOH IUIOTHOCTH K€JI€3a U HUKEJIs, COOTBET-
CTBYIOILLIAE B35ITOM aJMKBOTHOM YaCTH AHAIM3UPYEMOTO
pacTBopa.

Hopmaruabie nokyMenTsl [11-14] perntamMenTHpyror
BBICOKYIO TOYHOCTh U CXOJIMMOCTH PE3yJIbTaTOB OIpe-
nenennst. Tak, TOCT 13020.1 (XpoMm MeTaIA4eCKHiA.
Merton omnpeaeneHusl COAEPKaHUSI XpOMaA). YCTaHABIIH-
BaeT NpHU COJIEpKaHUM XpoMma He MeHee 97% nomycka-
€MO€ pacXOXKICHHE MEXAy pe3yJbTaraMu Iapajulleib-
HBIX ompenenennii He Oomee 0,4%. I'OCT 21600.17
(Deppoxpom. Metonbl ompeneneHus Xpoma) Tpelyer
a0COJIIOTHBIX JIOMYCKAaeMBbIX PACXOXKICHUH pe3ybTaToB
napasuielbHBIX OINpPENEICHUH TPU COJIEPKaHUM XpoMa
55-70%, ne npespimatomux 0,4%, a npu copepkaHuu
70-80% — ne 6onee 0,45%. OCT 41-08-205-99 (BUMC)
YCTaHABJIMBACT MPHU aHAIM3E XPOMOBBIX DY/ IIPH COAEP-
xanuu 20,0-29,9% Cr,O, pacxoxnenue 1,5%, a npu co-
nepxanui Boie 40% — 1%. I'OCT 12350 (Cranu neru-
POBaHHBIE U BBICOKOJIETMPOBaHHBIE. MeToabI onpezerne-
HUS XpOMa) JIOMYCKAeT PACXOXKICHHS MEXy KpailHMMU
pe3yapTaraMy aHajiu3a Mpu cojep:kaHuu xpoma ot 5,00
nmo 10,00 u ot 10,00 mo 15,00% coorBercTBenHo 0,1 u
0,15%.

[Ipu ananuze craHgapTHOrO 0Opasla ¢ arTeCTOBaH-
HBIM COJIEpP’KaHUEM XpOMa YKa3aHHbIE JIOILYCKH YMEHb-
mratoTcsi  BaBoe. BO3MOXKHOCTBE oOecredeHus: Takou
CXOIMMOCTH W TIPaBHJIBHOCTH B cllydae ()OTOMETpH-
YECKOTro ompezesieHus] Xxpoma B (opMe KOMILJIEKCOHATa
00yCJIOBJIEHa TPEXKJIE BCETO BO3MOXKHOCTHIO OTIEPATHB-
HOTO OIIPEJIeJIeHNUs], YTO MO3BOJISIET 110JIyYaTh PEe3yJbTar
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aHaJIM3a Ha OCHOBAHUM OOJIBIIIETO YKCIa MapaslieIbHbBIX
OTIPEICIICHNN, YeM B Cllydae TUTpUMeTpuu. Kpome Toro,
BaXHO IPOBOAMTH ONPEJEICHHE C MapajuIeIbHBIM Be-
JICHUEM CTaHJapTHOro oOpasia (M JydIlle HE OJHOIO0) C
aTTECTOBAHHBIM COJIEP’KaHUEM XpOMa B aHAIU3UPYEMOM
HHTEpBaJe cofepKanuil. IMEIOmMIiCs OIBIT 110 aHAIHU3Y
00BEKTOB C PAa3HBIM COAEPKAHUEM XPOMa U PE3YJIbTATHI,
NpUBEJICHHBIE B Ta0d. 2, MOATBEPXKIAIOT BO3MOXKHOCTh
TaKHUX ONpPECICHUN ¢ HEOOXOJUMBIMU METPOJIOTHIECCKH-
MU XapaKTEPUCTUKAMHU.

TTomexol mIst aHaIM3a MOXKET OBITH BEICOKHI COJIEBOM
(oH, coznaromuiicss B pe3yabrare MHOTOKPATHOTO CILIaB-
JICHUS. OJJHOM U TOH K€ HABECKU B CIIydae TPYLHOPA3JIO-
KUMBIX MarepualioB, HalpuMep, HUTpHIa Xpoma (Tpu

aHaJ3e a30TUPOBaHHOTO (heppoxpoma). B Takux cirydasx
UCTIONB3YIOT KJIACCHUECKHE METO/IBI OTPEETICHIS XPOMa.

Metoauka. HaBecky obpasma 0,2—0,5 r nepeBoasT
B pPacTBOpP M3BECTHBIMH METOJAMH: PaCTBOPECHUEM B
CMECH KHCJIOT (€CJIM 3TO METaJl1) WM CILIABJICHUEM C
HIEJIOYHBIM TJIaBHEM (CMech KapOoHaTra HAaTpHUs U Te-
Tpabopara HaTpus WJIW MEpPOKCHa HaTpus). B ciyuae
aHalnu3a MeTajla HeoOXOIMMO OOpaTHTh BHUMaHHUE
Ha HEpaCTBOPUMBIN OCTATOK — OH YaCTO COJCPIKUT He-
pacTBOpuMEbIe KapOWabl (HUTpHUABI) Xpoma. B Takom
clly4ae ero OTICNSIOT (PHIBTPOBaHHWEM, MPOMBIBAIOT
U CIUIABJISIIOT C IIEJIOYHBIM IJIaBHEM. PacTBop miaBHs
IIPUCOEIUHSIOT K OCHOBHOMY pacTBopy. IlosryueHHbIH
pacTBOp pa30aBIAIOT BOJOW /0 METKH, NEpEeMeIInBa-

Taonumal

Cpeanne Mossipablie K03(pGHIMEHThI NONIOEHUS] KOMIIJIEKCOHATOB B ONTHMAJbHBIX YCJI0BHAX HX

HCIOJIb30BAHNUS
Hon JlnmuHa BoJIHBI, HM
365 390 540 730 990
Mens(I1) - - 4,4 91,5 16,7
Huxens(I1) - - 4.5 2,4 29,7
Xpom(III) - 182 203 5.8 3,5
Keneszo(I1I) 1,030 - 2.9 - 0,36

TaOnuma?2

Pe3ysnbrarbl (pOoTOMETPHYECKOTO ONIPeIeIeHHsI XPOMa B BI/Ie ITHIIEHTHAMUHTETPAAIETATA B 00beKTaX
pa3iau4Horo coctapa ( B %; n=3; P=0,95)

O6paszer (3asBICHO 10 TACHIOPTY) doromeTpust TurpumeTpust
CO (P8)Xpom MeTaITHIECKUI Cr 99,2 99,4+ 0,3 -~
+0,2%
Cr COB 327-76 Xpomosas pyna 166-8 Cr,0, 53,05 £0,21 _
53,27 £ 0,06%; Fe g, 9,58%;
Cr. 430-80I1 Xpomosas pyna P14 Cr,0, 49,7 = 49,61 + 0,20 _
0,1; Fe g, — 12,1%
I'CO 2®M1 Cranb nerupoBannas Crl3,59 + 13,63+0,15 _
0,12%; Ni =14,65; Fe~70%
I'CO 2®dMS5 Cranp nerupoBannas Cr 24,42 + 24,47+0,20 _
0,18% ; Ni 19,13%
Deppoxpom Cr~70 % 68,4 +0,3 68,3+0,3
Oxcupn xpoma (L), wncrt. Cr ~68,4% 68,23 +£0,21 68,29 £ 0,27
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10T U QUIBTPYIOT uepe3 Cyxoh QuiIbTp «Oenast ISHTay B
CTaKaHYUK eMKOCTBIO 50 MiI, oTOpachIBasi mepBbIe TOp-
Uy QuiabTpara. AJHMKBOTHYIO YacTh aHAJIH3UPYEeMO-
ro pacTBopa, cojuepikallyto 3—5 Mr Xxpoma, MOMeLalT
B MEpPHYIO KOJIOY €MKOCTBIO 25 MIl, 0OaBISIOT OKOJIO
0,01 r ackopOuHOBOM KHCHIOTHI U 5 Mul pacTBopa D/ TA,
ycranaBiauBaioT pH 4,7-4,8, paz0aBnsitor 10 MeETKH
BOJIOW, MEPEMEIIMBAIOT U MOMEIIAIOT B KHIISIIYIO BO-
nsHyto O0anro Ha 10—15 mun. Konly oxnaxmaroT B Xo-
JIOHOM BOJIE 10 KOMHATHOM TEMIIepaTypbl U U3MEPSIIOT
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PHOTOMETRIC DETERMINATION OF CHROMIUM IN NATURAL AND
INDUSTRIAL OBJECTS IN THE FORM ETHYLENDIAMINOTETRAACETATES

T.F. Rudometkina, V.M. Ivanov

(Division of Analytical Chemistry)

The optimum conditions of formation are found and the chemico-analytical characteristics
ethylendiaminotetraacetates chromium(IIl) are determined. With use spectrophotometry
the techniques of definition chromium(III) in objects of various nature 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, nickel, cupper, cobalt, iron, titan, chromium, vanadium

spectrophotometry
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