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003eMHO20 8bluieniaqu8aHusi, MemodOOM 807IbMaMIePOMempUU Ha epaHuue 3reKmpoumy/anekmponum u Ha

CEPULHOM aMrnepoMempu4YecKkoM anekmpode. PaccmompeHbl €rocobbl ycmpaHeHUsT 6NUsIHUS PasnuyHbIX

Mewarowux akmopos, makux, Kak rpucymcmeue MornubldeHa, Hu3koe 3HaveHue pH npob u ebicokoe
codepxxaHue xenesa. Ha ocHosaHuu nposedeHHO20 uccredosaHusi cocmasrieHa U Memporioau4ecku ammecimosaHa
Memoduka orpedesieHuUs1 KOHUeHmMpauuU PeHUs 8 pearibHbIX MPOMbILUIEHHBIX pacmeopax.

The article is devoted to the determination of the perrhenate anion in real in-situ leaching solutions by means
of voltammetry on the interface between two immiscible electrolyte solutions and a mass-produced voltammetric
ion-selective electrode. Methods of overcoming the interfering influence of different factors, e.g., high amounts of
molybdenum, low pH and high concentration of iron, are also discussed. On the basis of this study a method for
the determination of rhenium concentration in real industrial solutions was developed and certified.

Knroyeebie cnoea: AUCO, eonbmamnepomempus, TPOHPO, uH8epCUOHHBbIU PexXumM, UOHOCEeNeKMUBHbIU
anekmpo0d, Mod3eMHoe 6biujeniaqyusaHue, rneppeHam, epxaopam, 3MeKMPOXUMUYECKUl aHanu3, OKOHUKC-
Bkenepm, dkomecm-BA.

Key words: AISE, voltammetry, ITIES, stripping voltammetry, ion-selective electrode, in-situ leaching,
perrhenate, perchlorate, electrochemistry, Econix-Expert, Ecotest-VA.

C mamhbA rnocesiueHa onpedeneHUio rieppeHam-aHUoOHa 8 pealibHbIX o6pa3uax pPacmeopos, riosiy4eHHbIX mMemodom

[oTeHMOMETpUS, KMCHONB3YIOIAs WOHCEJICK-  COJACPXKAHUS PEHUS B PacTBOPax, OCHOBAHHOW Ha
TUBHBIC 3JIEKTPOAbI, W BOJBTAMIIEPOMETPHS IpPHU-  PETHCTPAIMK TOoKa MekgasHoro mepexoga ReOy.
MEHSIOTCS JUIsl aHaiu3a OOBEKTOB OKpyxkaromeld OcoOeHHOCTHIO pabOThl SABJISACTCS MPUMEHEHHE
Cpelbl Kak PYTHUHHBICE METOIBI, OJHAKO amIlepo-  AaMIICPOMETPUYECKOrO IJIEKTPOAa C OpraHUYECKOU
METPHUYCCKHE  HOHOCEJICKTHBHBIC  OJIEKTPOIBI  MEMOpaHOH K peaqbHOMY pacTBOPY IIOA3EMHOTO
(AHCD) ¢ )xuaKoi WM reyieBOi pabodell oBepX-  BBINICIAYMBAHUS, COJEPKAIIEMY CEpHYIO KHCIIOTY,
HOCTBIO JI0 CHX O HAaXOAT OTPAHUYCHHOE MPUME-  MOJIMOAAT-HOH, COJH JKelie3a U IPYrHe MEIIaoline

HeHue [1-3]. NIPUMECH.
Coznanne AVICD ¢ )uakol win reyeBoi pado- IKcnepuMeHTAIBHAS YaCTh
4geii MeMOpaHOW, TpPHHIUI pPabOTBl KOTOPBIX PacTBOpEl TOTOBWJIM M3 CYXMX pPEaKTHBOB:

OCHOBaH Ha HMOHHOM TpaHCHIopTe depe3 rpanuny kanusa neppeHat (TY—6-09-01-268-75), cynbdat
AIIEKTPOJIUT/AIIEKTPOIIUT, OOYCIIOBIEHO HEoOXomu- MarHus ceMuBojHbId (u.n.a., [OCT 4523-77) —
MOCTBIO OIIPENEIICHHS NOHOB, U KOTOPBIX HEBO3-  JUIS IPUTOTOBJICHUS BOTHOTO (DOHOBOTO DIIEKTPO-
MOXXHO TMO0A00paTh MOAXOISAIINE OKHUCIUTENBHO-  JIUTa, TeTpakuc-(4-xmopheHun)oopaT TeTpagoaeiil-
BoccTaHOBHUTENBHBIC peakiuu. AMCD Hambonee ammonus (Fluka, IlIBeimapus) u o-HUTpOdeHMI-
3G GEKTUBHBI IS ONpEJCIeHUs] HWOHOB, MPOsB-  OKTWIOBBIA 3dup (Aldrich, [Isefinapus) — mist
JSIOMIUX OJHOBPEMEHHO W THAPO(MUIbHBIC, U TUA- TNPUTOTOBICHHUS  OPraHMYECKOTO  AJIEKTPOJIHTA,
podobHubie coiicTBa. [leppeHar-uon sensiercs npu- Tpwion b (u.g.a., TOCT 10652—-73) — kak KOM-
MEpPOM TaKOro NONyruapooOHOr0 HOHA, I  IUIEKCOOOpa3oBaTellb, THIPOKCHA HaTtpus (4.7.a.,
KOTOPOTO CUTHAI MexdasHoro nepexona Ha rpann- ['OCT 4328-77) um xaneius kapoonar (I'OCT
e pasaena ¢a3 dIEKTPOIMT/INEKTPOIUT Xopomo  8253-79) — g HeWTpanu3alnuu KHUCIBIX PacT-
pa3uYuM Ha BOJbTAMIEPHBIX KPUBBIX. BOpOB, MonuOmar ammonus (4.1.a., FOCT 3765-78).
B cBs3m ¢ BO3pacraromeil moTpeOHOCTEI0O B Bce peakTHBBI HCHONB30BAM 0€3 MPEIBApHTENb-
PEHMH CYIIECTBYET MpoOiieMa OMpeAeieHUus ero  HOW OYUCTKU. buaucTuimpoBaHHas BoJa AJS IpHU-
COJCp)KAaHHUS B TEXHOJIOTHYECKMX pacTBopax, B  TOTOBJICHHS pAcTBOPOB OTBedasla TPEeOOBAHMIM
YaCTHOCTH, B MPOMBIIIIEHHBIX pacTBopax nmomzem- ['OCT P 52501-2005.
HOTO BBILIENAYUBAHUS PYJHOTO Chipbsi. KoHIEHT- Bonsramnepomerpuio ¢ AVMCD BBINONHAIM Ha
paluu peHus B pacTBOPAX, MPEICTABIAIONUX KOM-  YeTHIPEXAJCKTPOIHOM aBTOMATH3UPOBAHHOM BOJIBT-
MepUCCKHii HHTEpeC, COCTABIAIOT MeHee 0.1 MI/IM’,  aMIIepOMETpHYecKOM aHamms3aTope «JIKkotecT—BA—4»
yTo TpeOyeT OT METOAUKM aHanu3a BeIcOKOW ¢ gatuukoMm (OOO «DOxoHukc-Jkcnept», Poccus,
qyBCTBUTEIBHOCTH. KTXI' 414314.005.P3), coBMecTUMOM € Hepco-
Hacrosmiast craThst mocBsiieHa pa3pabOTKe  HAIBHBIM  KOMITbIOTEpOM. YcTpoiictBo  AUCDH
BOJIBTAMIICPOMETPHUCCKON METOMKH OTPENICIICHAST  IIPEICTAaBICHO Ha pucC. 1.
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Puc. 1. Ycrpoiicteo AUCD: 1 — opranueckas MmeMOpaHa;
2 — 3JIeKTPOJ] CpPaBHEHUSI; 3 — BCIIOMOTATEIbHBII
3NEKTPO; 4 — KOPILyC 3IEKTPOa.

B pabouyto memOpany AMCD (1) BHempeHsI
SJIEKTPOJ CpaBHEHHS (2) W BCIIOMOTATENBHBIN
(monspuzyrommii) 3nextpoy (3). BcnomorarensHbIi
9JIEKTPO/I BHIMIOJHEH B BUJIE IJIATHHOBOTO KOJIbIIA,
PACIIONIOKEHHOTO BOKPYT DJJIEKTpOJa CpaBHEHUS,
MTOJIBEICHHOTO K IMOBEPXHOCTH OPTaHUIECKOH MEM-
OpaHbl. DNEKTPOJ CpaBHEHUS — TBEPIOTEIbHBIHN, U3
MOJIU(UIIIPOBAHHOTO rpaduTa; opraHudeckas gasa
IUTACTH(UIMPOBAHHBIA  MTOJTMBHHIIXIOPAIOM
pacTBOp OPraHWYECKOW CONHM TeTpakuc-(4-xiop-
(henmn)60pat TETPaI0ICIUIAMMOHUSI.
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Puc. 2. Cxema 371eKTpOXUMHYECKON sTueiku A1 paboThl
¢ npumenenuemM ANCO:
1 — AUICD, 2 — 3neKTpof CpaBHEHUS BOJHON (a3bl,
3 — BCIIOMOTraTeNlbHbIH 3IEKTPO BOAHOU (asbl,
4 — BONBTaMIIEPOMETPUIECKHUI aHATH3ATOP
«OxotecT-BA—4», 5 — aHanu3upyeMslil pacTBop.

HaOnromaeMblii Ha BOJBTAMIIEPHBIX KPHBBIX
TOK — 3TO TOK, BO3HHKAIOUIMHA TPU MPOXOKICHUH
HOHOB ONPENENIIEMOr0 BEIeCTBA M3 BOJHOTO
pacTBopa B OpraHHUYECKYI0 MEMOpaHy B Ha00OpOT.
[pr Hanwyuu copOLUHU CHTHAN ONPEACIACMOTO
o0BbeKTa HaOIFOMAaeTCs B OKOJIOHYJIEBOM 00iacTh
MOTEHNUAIOB  (HyJeBas pPa3HOCTh MeX(pa3zHBIX
MOTEHIIMAIIOB OMPEAEIIETCS COTJIACHO THUIOTE3e
IMapkepa [4]). lllkame HampspkeHHS Ha BOJIBT-
aAMIIEpPHBIX KPUBBIX COOTBETCTBYET PAa3HOCTH ITOTEH-
OUaJiOB, HU3MepsieMas MEXAy BOIHOM H opra-
Hudeckoit (MemOpana AUCD) dazamu. Tox mpu
3TOM MPOTEKAaeT MEXKAY BCIOMOTaTelbHBIMU
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3JIEKTPOJaMH BOJHOM M opraHuueckoit das. Cxema
BkmoueHnst AMCO nokazaHa Ha puc. 2.

Wsmepennss pH BeImonHsSUIM  HAa  TpuOOpe
«OxcnepT—pH». Omucanue HCHONB30BAaHHBIX IIPO-
LIECCCOB MPOOOMOATOTOBKH U3T0XKEHO HIXKE.

Ilocmoanunomoxosvle  801bmamnepocpammol
MOOebHbIX_pacmeopos. J[ns oTpabOTKH METOANKA
U ONpENeNeHHs ONTHMAIBHBIX  IOTCHIINAIIOB
HaKOIUICHUS MleppeHaT-noHa UCIIOIb30BaIM OCTOSH-
HOTOKOBYIO  BOJbTaMIIEpOMETpHUI0.  Pe3ynbraTsl
WCCIICIOBAaHUSI  BOJBTAMIIEPOTPAMM  MOJEIBHBIX
pacTBOpPOB MEppPEHAT-HOHA B MOCTOSHHOTOKOBOM
peKUMe TIPECTaBIICHBI Ha pucC. 3.
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Puc. 3. BonbramnepHble KpUBbIE YUCTOTO (JOHOBOTO
anekTponuta — 0.01 M MgSO, (IyHKTHpHbIE KPUBBIE)
1 (POHOBOTO IJIEKTPOJIUTA CO CTAHJAPTHBIMH JOOABKaAMHU
KReO4 B npucyTcTBUU MoO,”.
Konnenrparus MoO42'-I/10Ha ~5.5-107. Konuenrpauun
permsi: 1 —0;2-8.9-10°%3-2.5-10°;4-3.9-107;
5-5.0:10" momb/1.

VYcnoBHO Ha3biBaeMas ~ KaTOOHOW — KpuBaf,
MIpe/icTaBIeHHAasl HUKHEN IMOIYBOJHOM, COOTBETCT-
BYeT VYBEIMUYCHHWIO IIOTEHIMANa BOAHOU (a3bl.
I'panuima pasmena BogHOW (a3el M OpraHHYCCKON
MeMOpaHbl monspusyema B mpeaerax —180 —
+720 MB, 1 Ha BOJBTaMIEPHBIX KpUBBIX, IpE.-
CTaBJICHHBIX IYHKTUPHBIMHM JIMHMSIMH Ha puc. 3,
UKW He HaOmronarorcs. B mpucyTcTBuM neppeHar-
HMOHA B aHAIM3HPYEMOM PacTBOpE B 00JacTH MOJS-
pU3yEeMOCTH TpaHUIlBl pazzena (a3 HaOmromaeTcs
CUTHAaJ Ha KaToIHOW KpuBOH B oOyactu 260 MB,
COOTBETCTBYIOIIMKA BBIXOJy IE€ppeHAaT-HOHA U3
OopraHuyeckoil ¢aspl, 1 Ha aHOJHONH — B 00JACTH
100 MB — Bxox ReO4 B opranmueckyro ¢asy. Kak
BUIHO U3 PUC. 3, TOTCHIINAT CUTHAIA MEX(a3HOTo
nepexoja MeppeHaT-uoHa HE3HAYUTEIbHO H3Me-
HSETCSl TP W3MEHEHMH €ro KOHIIGHTPaluu B
pactBope. [Ipn BBenmeHMH paBHBIX NOOABOK Heppe-
HaTa Kajlus BBICOTAa PE3YJbTUPYIOLIUX CUTHAJIOB
pPaBHOMEPHO BO3pacTaeT OT 100aBKH K 100aBKe.

Bue oOnacti TOTEeHHMANOB, B  KOTOPOWM
HaOII0aeTCs MONSAPU3aNUs TPaHUIBl pasaena a3,
TOK, MPOTEKAIOUINH CKBO3b TIpaHUILy, 3aBUCHUT
JUHEHHO OT HampsDKeHUs U 00YCIIOBJIEH Mexdas-
HBIM TIEPEX0J0M HOHOB (DOHOBOTO 3JIEKTPOIUTA.

OaMH #3 MelamluX HWOHOB B OOBIYHOM
MOTEHIIMOMETPUN TIPU ONpPEAETICHUN IeppeHaT-
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HOHA 3T0 MONMMOIAT-uOH. YTOOBI BBISIBUTH
Memaromee BiusHHe MoO,” IpH  omnpesencHun
IeppeHaT-uoHa,  BOJNLTAMIIEPHBIE  HW3MEPEHHS
MPOBOJMIN B pacTBope ¢ BbIcOkuM (10 MF/,E[M3)
conepxkanueM Mmonubaena. Kak BuaHo u3 puc. 3,
MOTEHIMANIBl MTUKOB IMEeppeHaT-WOHA W MOJHOJaT-
WOHa oOTiIH4YaloTcs mnpumepHo Ha 250 mMB, dro
MTO3BOJIIET UCKIIOUHTH U3 Mpolecca MpoOOmoAro-
TOBKM YCTpaHEHHE MPHUCYTCTBYIOIIETO B Mpode
MOJINOIEHA.

Ilepemennomokogvie 801bMAMNEPOSPAMMbL
MoOenbhblX __pacmeopos.  [1epeMeHHOTOKOBBIN
PEXHUM XapakTepusyercsi Oojiee BBICOKOW YYBCT-
BUTEIHLHOCTBHIO B CPABHEHHH C ITOCTOSSHHOTOKOBEBIM.
B aToM cimydyae Ha MOTEHIHAN pPa3BEepTKH HaKIIa-
JBIBAETCS TIEpEMEHHAsl COCTABJIAIONIAs, a 3HAUCHHE
TOKa TOJMYYaroT B BUJE PAa3HOCTH 3HAUEHWH TOKa
mepes CKayKoM M3MEHEHUsI TOTEHIIHAala, YTO IpH-
BOIUT K YMCHBIICHUIO BIMSIHUS TOKA 3apsSOKH Tpa-
HulBl pa3gena ¢a3. Ilpu mnpoBeaeHUH BOJIBT-
aMIIEpOMETPHH B MEPEMEHHOTOKOBOM PEXHME MUK
MOJINOIaT-MOHA HE HAOIIOAaeTCs.

Uneepcuonuvle nepemenHonokosvie 8obin-
amMnepocpamMmbl ___MoOebHbIX ___pacmeopos. B
KayecTBe OCHOBHOTO aHAJMTUYECKOTO peXHMa
NPUMCHSUTH MHBEPCHOHHYIO BOJBTAMIEPOMETPHIO.
Takoii BBIOOpP BBI3BaH HEIOCTATOYHOW YYBCTBH-
TENBHOCTBIO PEKUMOB 0€3 HaKOIUIEHUS U yJI0OCT-
BOM 00pabOTKM NMUKOB Ha BOJBTAMIICPHBIX KPUBBIX
MEPEMEHHOTOKOBOTO ~ peXHMa BMECTO  IIOJISIPO-
rpapuueckux BONH. [IpH TpOBENCHWH WHBEp-
CHOHHOM BOJIbTAMIIEPOMETPUH Ha IpaHUIIE pasjena
JIByX HECMEIIMBAIOIINXCA PACTBOPOB JIEKTPOIUTOB
(FTPAHPD) Ha paboumii 35eKTpoJ OpraHUYECKON
¢a3el  TomaeTcs  HANpSDKCHHE, — BBI3BIBAIOIICE
Mex(a3HbIi EPeHOC ONMpeneIsieMOro BelecTBa U3
BOIHON (a3bl B OpraHMYECKyI0, TJC OHO HaKal-
JMBAETCs, HE TMpeTepreBas OKHCIUTEIHFHO-BOCCTa-
HOBHUTEJBHBIX MpeBpameHuid. Tok MexdasHoro
mepexojia ONpEeAeIIeMOro BEIIECTBA B OOPaTHOM
HAINpPAaBJICHUN HCIIONB3YETCSI B KaueCTBE aHAJHUTH-
YEeCKOTO CUTHANA.

[Ipu mpoBeneHUH SKCIEPUMEHTOB Ha MOJEIb-
HBIX O0paslax TMeppeHaTa Kalusi B Pa3IUYHbIX
pexnMax (IMOCTOSHHO- U TIEPEMEHHOTOKOBEIH M MX
KOMOMHAIINM C WHBEPCHOHHBIM PEKUMOM) HanOo-
Jiee MOAXOIAIIeH Ui onpeaeTeHns HeOonbIuX (0T
001 mo 5.5 MF/)Z[MS) KOHIICHTpAaIlUd PEeHHUs OKa-
3aJach KOMOMHAIHS IEPEMEHHOTOKOBOTO PEXKHIMA C
WHBEPCHOHHBIM.

Ha puc. 4 mnpencraBieHbl BOJbTaMIIEPHBIE
KpUBBIC MOJICNBHBIX PACTBOPOB TeppeHaTa Kaius,
U3MEpPEHHBIE B HHBEPCHOHHOM IIEPEMEHHOTOKOBOM
pexuMe.

3aBHCHMOCTH IUIOIIAJAN IMHKa TeppeHaT-uoHa
OT €ro KOHIEHTpallMd B MOJIEIHHOM pacTBOpE
MMEET TPSMOJMHEWHBI XapakTep W  MOXET
CITy’KUTB TPaTyHPOBOYHBIM TPaPUKOM.

B BbIOpaHHOM peXuMe YAAIOCh MOJYYUTh
HauOONBIIYI0 CXOJUMOCTh MEXKAY OTIEeNbHBIMU
MapaIeIbHBIMA ~ PE3yNbTaTaMH  ONpeAeTIeHU
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KOHIICHTpPAIMK  [E€PPEeHAaT-HOHA B  MOJEIBHBIX
pacTtBopax  meppeHara  kaiuusa.  [Ipouemypa
Mpe/IBApUTEILHOTO HaKOTLJICHUSI MO3BOJIHJIA

00ECIeUUTh BBICOKYIO YyBCTBUTEIBHOCTH METOAA

(MMHHManbHas ~ ompejenseMas — KOHIIEHTpauus
3

penns — 0.01 mr/om).
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Puc. 4. BonsramnepHbie KpUBbIE MOAETBHBIX PACTBOPOB
TeppeHaTa Kaus ¢ KOHIeHTpanuei 4.5 10 7.4:10°
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n 1.1-10° M (13 BONBTAMIIEPHBIX KPUBBIX BHIYTECHBI
BOJBTAMIIEPOTPAMMBI (JOHOBOTO AEKTPOIHTA).

1.5

J

-0
200 400

Pe3yabTaThl u uX 00Cy:KIeHHe

BeImosHsSsT aHanmM3 pacTBOPOB  IMOJ3EMHOTO
BEHIIENIAUYMBAHNS, HEOOXOOMMO YyYHTHIBATh WX
XapaKTepHbIE  OCOOCHHOCTH Hm3kuit  pH
pacTBOPOB, BBICOKYIO KOHIICHTPAIMIO PAa3IUYHBIX
XUMUYeCKuX ¢opMm xenesa. Kpome Toro, B
MPOMBIIUICHHBIX 00pa3iax PeHHH TaKke IPUCYTCT-
BYeT B PA3IHYHBIX CTCMCHSIX OKHCJICHHUS B BHIC
KoMIuiekcoB. PaspabGorannsiii Hamu AUCO (amme-
pOMETpHUYECKHH  MOHOCETICKTUBHBIN  AIIEKTPON)
YyBCTBHUTEIICH TOJBKO K PEHHUIO, HAXOIAIIEMYCS B
BUJIE IIEPPEHAT-MOHA, YTO MOXET IIPUBECTH K
3aHIDKCHHBIM 3HAYCHUSM €T0 COJACpPIKaHUS IIpH
amamm3e. Takum o00pa3oM, TPOOOIOATOTOBKA
JIOJDKHA TIpeyCMaTpuBaTh MOAABICHHE BCEX TPEX
OCHOBHBIX MEIIAIOMNX (PaKTOPOB.

Meronmuka omnpeneneHUs peHHusT B Ipodax
PacTBOpPOB MOJ3EMHOrO BBIIIEIAYUBAHUS COCTOUT
W3 HECKOJIBKUX CTaIW:

1) BONBTAMITEPOMETPUPOBAHUE YHCTOTO (HOHO-
BOTO D3JICKTPOJIUTAa Ui OINpENEeNeHUs IUIOIAAN
OCTaTOYHOTO ITHKA MEePpEeHAT-HOHA;

2) pazbaBieHne TPoOBl (POHOBBEIM BIIEKTpPO-
JIUTOM;

3) MacKMpOBaHME BBINAJICHUS COJICH >Keles3a
nobasienueM Tpuiiona b;

4) npusenenne pH nmpoObl K 3HAYCHHUIO BHIIIE 4
CIUHUIL Kap60HaTOM KaJIbIIUs,

5) BOJBTaMIIEPOMETPHUPOBAHHE  MPOOBI ¢
ncnonb3oBanneM ANCD;

6) yucieHHas o0OpaboTka MOy YEHHBIX
JTAHHBIX.

Metoauka uUMeeT  CIEAYIOUIME  XapakTe-

PUCTUKH: MHHUMAJIBbHO oOnpeaecjsicMass KOHICHT-
3

pamst — 0.01 Mr/oM° peHusi; BpeMsl BBITIOTHEHHUS

aHamm3a — okono 40 MuH, BKIIOYAs (OTOXHMH-



YCCKYIO0 CTaJuO HW YCTAaHOBKY pH Bosmoskna

napa’suienbHas doTtoxumMuveckas o0paboTka
HECKOJIBKHX TPOo0.
Jlnst  mepeBola  BCEro  COAEPIXKALIErocs B

pactBope peHHs B (popMy meppeHaT-HoHa OmpoOo-
BaHO TPH CIOCO0a OKHCIICHHS — B MUKPOBOJIHOBOM
cucteMe MHUHepanmuzaumn «MwuHOTaBp —2», B
Jamke Ha BONSHOH OaHe H  (DOTOXHMHYECKOE
OKHCJIEHUE B yIbTpaduoneToBoil kamepe. [locnen-
HUI METOJ| OKa3aJcs Haubosee MOAXOAALINM U3-3a
MIPOCTOTHI 1 CKOPOCTH METOJa, TIPH 3TOM Ipoba He
MOJBEPraeTCs TEIUIOBOMY BO3ICHCTBHIO, KOTOPOE
MOXET MPHUBECTH K YJICTYYMBAHUIO YaCTH PEHUS,
COJIepIKAINEerocs B mpooe.

OxucneHne MpOBOAWIN T00aBICHUEM K Tpode
1 em® 37%-noro pacTBopa MepoKCcHia BOIOpoa Ha
KaXxaple & o’ npoObl W TMOCIEAYIONIMM 00ITy-
yeHueM B Y@ kamepe B Teuenne 20 MuH.

OCOOCHHOCTBIO ~ PAacTBOPOB,  HOJYYEHHBIX
METOJIOM TOJ3EMHOTO BBIIICTAYUBAHUS, SBISCTCS
HHU3Koe (Hke 2.2) 3HadeHue pH, uto npensrcTyer
ux aHanuzy ¢ nomombio AUCDH. [IpumeHeHHBIN B
paboTre aMmepoMETpHUECKHHl HOHOCEICKTUBHBII
ANIEKTPOJ MOXKET paboTaTh B IUAMA30HE 3HAUCHUIA
pH or 2.5 g0 9.0, mostomMy He0OXOAMMOCTb
KoHTponss pH sBisgercss 0O0s3aTEeNBHBIM STarloM
MOATOTOBKM TPOOBI K aHamm3y. HeoOxommmoe
3HaueHue pH mpoObl ycTaHaBIUBAIH JOOABICHHEM
TBEPJIOT0 THIPOKCHIA HATPH, KapOoHATa KaJIbIIHsI

u Tpumonab. Tsepaplii rUApPOKCHA  HATPUS
3(pPeKTHBHO HEUTpanmuzyeT TMpoObl, HO €eCTh
ormaceHue, 4YTO KaTUOH HATpus B  OOJBLIMX

KOHIICHTPALUSIX MOXKET, YBEIUYIHNBasl COJICBON (POH,
OKa3bIBaTh BJIMSAHUE Ha 3(PPEKTHBHOCTH OIpEe-
JeHus cojiepkanus peHus. Hanbomnee appekTrBHa,
[0 HaIIeMy MHEHHWIO, HEWTpalu3alus pacTBopa C
MOMOIIpI0 KapOoHAaTa KambIus. s moCTIOKeHHS
HeoOXOMMEBIX 3HaueHui pH pacTBopa HEOOXOIMMO
ero no6asieHne okono 100 mr na 40 oM’ MPOOBKL.
BaxHbIM nOpenMymIecTBOM KapOoHaTa KaJbITHs
SBISIETCSI  OTCYTCTBHE  MEIIAIONIETO  JCHCTBHSA
KaTHOHA KaJblIMs, CHTHAT KOTOPOTO OJM30K IO
3HAYEHHIO K MOTEeHIHany Mex(pazHOro mnepexona
KaTHOHa MarHusi, KOTOpLIﬁ MPUMCHSCTCA B paspa-
0OTaHHON METOJMKE B KauecTBe (POHOBOTO
ANIEKTPONTUTA, TAPAHTHUPYIOIIETO AJIEKTPOIIPOBOI-
HOCTb BOJHOM (ha3bl.

ITpu pH = 3.5 Habmronaercs BeInagcHUE Oyporo
ocanka rugpokcuma xenesa(lll), kotoperii 3axBa-
TBIBAaCT COJCpKAIIUiicS B mpoOe meppeHaTr — HOH.
YcTpaHeHHe MeENIAoLEero BIUSHUS JKeJe3a J0C-
TUTaeTcsl BBeJeHHEeM KomiuiekcoHa (Tpuiona b).
Tpunon b nobGaemstor B komuvectBe 0.5T Ha
kaxase 10 oM’ mpoObl. Pacteopel  Tpuinona b
MpOsABIAIOT OydepHble CBOICTBAa, YTO MO3BOJSAET
KoHTposupoBate pH mnpoOel. Takum oOpazom,
no0aBiieHHe KapOoHATa KalblUsg HEOOXOIUMO
TOJBKO B CIIydae HHU3KUX 3Ha4deHHi pH 00pasmos,
Koraa jaxe mocie aobamienust Tpuiona b pH e
IpeBbIIacT 3.

Amnanmu3 mpo0ObI ¢ U3HAYATBHO MTOIXOISIINAM IS
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aHammza pH 7.2 6e3 nmobaBieHHS KOMILIEKCOOO-
pasoBaTenst U ¢ jJo0OaBIEHHEM IIOKas3al, 4YTO 3Ha-
YeHHsI KOHIICHTPAINH IEepPpEeHAaT-HOHOB, IOTYy4eH-
HBIEe 0e3 Mo0aBIeHHsT KOMIDIEKCOOOpa3oBaTeNs U C
ero J00aBleHHEM, COLUIUCh C HEoOXOIUMOn
TOYHOCTBIO.

Oddekr mamaTh 3akimoyaeTcs B TOSBICHUH
OCTaTOYHOTO ITUKA BEIIECTBA, MOSIBIISIOIETOCS TIPH
aHaiuze o0pa3loB, He coaepxamux ero. [Iuk mos-
BIISIETCS 32 CYET OCTATOYHOTO KOJIMIECTBA BEIIECTBA,
OCEBIIIETO Ha paboueil MOBEPXHOCTH IeKTpoja. B
cllydae ¢ MeppeHaT-HOHOM OCTATOYHBIA THK HMeEI
JIOBOJIBHO OOJIbIINE 3HAYCHHs, BO3MOXKHO, H3-3a
OombIIoro pasMepa IepeHar- HOHA M CBSI3aHHOM C
3TUM HEOOJBIION CKOPOCTHIO TU(PPY3HH IeppeHaT-
MOHA B OPraHU4eCcKoil MeMOpaHe.

YMeHbIIeHHE  BAMSHUSA  d¢deKTa  mamsITu
JOCTHTAETCSl BHIYUTAHUEM IUIOIIANN OCTaTOYHOTO
MUKa TpH aHaim3e. [lmomangs OcTaTOYHOrO IIHKA
ompejenseTcd  OYUCTKOM  3JEeKTpoja  MyTeM
MHOTOKPATHOTO IUKIMYECKOTO H3MEPEHHS YNCTOTO
(OHOBOTO 3IEKTPOJIUTA JIO CTAOWIU3aIUH €ro
TuIomaay (TUTOMAU THKOB MIPH TOCIIEIOBATEIEHBIX
U3MEPEHHSX HE JOJDKHBI OTIMYATHCS Ooliee, 4eM Ha
5%). Kak moka3zan OombIT, TAaKOM MOAXO MO3BOJISET
MOTyYaTh MpPHUEMIIEMBIC PE3yNbTaThl IPH MHOTO-
KPaTHBIX U3MEPCHHUSX.

Pa3pabortannas MeToauka Oblia anpoOupoBaHa
Ha pealbHBIX pPAacTBOpax IMOA3EMHOTO BBIIIE-
JMaguBaHUS. Pe3ynmpTaThl aHamM3a HEKOTOPBIX W3
MPOAaHANTN3UPOBAHHBIX 00PaslloB MpPEACTABICHEI B
Tabn. 1.

Tabmuma 1. Pe3ynpraTel aHamu3a
pPacTBOPOB MOA3EMHOTO BBIIIECIa4YMBAHUSL.

® pensmmann PP per e
1 CEPHOKHCIOTHBIN L.5 0.03+0.01

2 CEpPHOKHCIOTHBIN 2.3 He oOHapy-KeH
3 ruapokapOoHaTHBIH 7.3 0.04+0.01

4 CEpPHOKHCIOTHBIN 2.2 0.38+0.04

5  ruapokapOOHaTHBIH 6.5 0.02+0.01

CornacHo MeTOUKe, TOTOBUIIM NPOOy 00beMOM
40 cM’. Crauama OTOMpaIM W TIEPEHOCWIH B
KBapIEeBYIO KIOBETy OT (oronm3Hoil kamepbl K-
12 M 32cem’ oOpasiia, K KOTOpOMY A00aBISLIIH
4 eM® 37% - HOTO pacTBopa mepoKkcuaa BoAOpoa.
Oo6pazenr obmydasin B Y@ kamepe B TeUYCHHE
20 muH, N00aBISUTH 2r Tpumonab  mus
MpeIoTBpaIeHUs OCXKACHUS TUJIPOKCHUIOB
JKeesa, Mocyie 4ero o0pasibl ¢ HU3KUM (MEHBbIIIE 4)
pH HeitTpanmzoBanu kapOoHaTOM Kanbius g0 pH 4
— 7. llepen anamu3zom B mpoOy mobaBmsmn 4 oM’
¢doHOBOrO  BNEKTponMTa O obecredeHus
HEOOXOAMMOM  3JEKTPONPOBOJHOCTH H  Jlanee
TIPOBOAVIIH BOJBTAMIIEPOMETPHUCCKIE H3MEPEHUSL.

B kadeectBe mpumepa Ha pHC. 5 TpHUBEICHBI
BONIBTAMIICpHBIC KPUBBIC, HM3MEPCHHBIE B WHBEp-
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CHOHHOM TIEPEMEHHOTOKOBOM PEeKHME IUIsl 00pasia
Ned. Kaxcmast kpuBasi, IpeICTaBICHHAS Ha TrpaduKe
— yCpeqHeHHas U3 TPeX MapajlieIbHBIX U3MEPEHHIA.
Ha rpaduke Takxe mpeacTaBiIeHbl BOJIbTAMIICPHbIC
KpHUBBIC 00pa3lla ¢ BHECCHHBIMH CTaHAAPTHBIMU
JnoOaBKaMu NeppeHaTa Kanus. MareMaTH4ecKyro
00paboTKy MOJTyYEeHHBIX PE3yJIbTATOB MPOBOIHIIN C
UCIIONIb30BAHUEM  IPOTPAMMHOTO  00CCIICUEHHUS
ynpasJeHus noisiporpada.
3.0

25
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1.0
0.5

—_— D e e
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Puc. 5. BonbramnepHsie KpuBbie poObr Ned
C BHECEHHBIMU CTaHAAPTHBIMU 100aBKaMU NEppeHaT-
HOHOB, NOJIy4EeHHbIE B IEPEMEHHOTOKOBOM PEKUME
¢ HakorenneM: 1 — mpoba, 2 — jo6aska 0.3 cM’
reppeHaTa Kajus ¢ KoHueHrpauueit 10 M/’
B IiepecueTe Ha peHuid, 3 — nobaska 0.6 oM,
4 — no6GaBka neppenata Kamus 1.4 cm’.

[lpn paspaboTke W arTeCTAMHd METOAWKU
aHallu3a METPOJOTMYECKHE XapaKTePUCTHKH Olle-

HUBAJIH C YY€TOM OCHOBHBIX TpeboBanuii [OCT P
HNCO 5725-2002 u PMI' 61-2003 c¢ yuactuem
METPOJIOTUYECKON CIy)Obl TOMCKOTO TONHTEX-
HUYECKOTO YHHMBEPCHUTETa, aKKpPEIUTOBAaHHOW Ha
MpaBO aTTeCTAllMM METOAWMK wu3MepeHuid. [lpu
MPOBEPKE TPABUIBHOCTH METOJUKU OTpEIeICHUS
[IEPPEHAT-UOHOB  MCIIOJB30BAIM  aTTECTOBAHHBIE
cMecH (00paslbl peanbHbIX MPUPOJHBIX U TEXHO-
TeHHBIX BOJ, B KOTOpPbIE BHOCHJIHU JO0AaBKW CTaH-
TapTHBIX PAcCTBOPOB IEppPEeHATa KajHs), KOTOPHIE
MIPOBOAMJIM Yepe3 Bce CTaAUU MPOOONOATOTOBKH U
pETUCTpallii CUTHANOB. PacyeTsl Mo MOTYYCHHBIM
JKCIEPUMEHTAIbHBIM JIaHHBIM II0Ka3aJd IPaKTH-
YeCcKyl0 HE3HAaYMMOCTh MOKa3aTess MpaBUIbHOCTU
(XapaKTEpUCTUKH CUCTEMATHYECKON MOTPEITHOCTH).

OlneHKy MOKa3aTenss TOYHOCTH TPOBOJMIN O
3HAYEHUAM XapaKTEePUCTUK CIIy4alHOW M cucTe-
MaTHYECKOM  MOrpemHocTd. MeTposornyeckue
XapaKTEPUCTUKU pa3pabOTaHHOW METOJIWKU Tpe-
CTaBJICHBI B CBHJICTEIHCTBE OO aTTECTAI[MH METO-
IUKHU B BHAe Ta0I. 2.

Meronuka BHeceHa B DenepanbHblii Peectp
aTTECTOBAHHBIX METOAMK U3MEPEHUMH, TOIMYILIEHHBIX
K TMIPAMEHEHHIO B cepaX TOCYAapCTBEHHOTO PEry-
TUpOBaHMs 0OecrieueHus! eTMHCTBA U3MEPEHUH.

PaspaboTanHas MeToauka Oblna anpoOHpoBaHa
Ha CEPHOKHCIBIX W THAPOKapOOHATHBIX PacTBOpPAX,
MOJyYEHHBIX METOJOM TMOJ3EMHOr0 BbIIIENaYH-
BaHus M3MepeHHble KOHLEHTpalMM PEHHUS COC-
Tasuwiau 0.05— 1.0 MF/Z[M3.

Tabnuua 2. Jlnana3zoHsl onpeaensieMblX KOHIEHTpalUi PeHUs, OTHOCUTEIbHBIE 3HAUCHU TOKa3aTeNei
TOYHOCTH, IOBTOPSIEMOCTH ¥ BOCIIPOU3BOAMMOCTH METOINKHY IPU TOBEPUTEIHHOM BeposiTHOCTH P=0.95.

IlokasaTenn IMOBTOPSICMOC- Iloka3zaTenn BOCIIPOU3BOIAN- []okasareilb TOYHOCTHU

TH (CpeIHEKBaIPATHIECKOE

Juamnazon

N OTKJIOHCHHUE ITOBTOPSIC-
KOHIICHTPALIWH, MI/IM

MOCTH (CpelHEeKBa- (TpaHHIIBI, B KOTOPBIX

pPaTU4€CKOC OTKIIOHCHUEC HaXOAUTCS MOTPEITHOCTh

MOCTH), BOCITPOM3BOJIUMOCTH), METOJIHKH),
o,,% Op,% 3, %
Ot 0.01 mo 0.10 BxiIOUY. 12 18 37
Cs. 0.1 go 1.0 Bxir0ou. 10 13 26
Cs. 1.0 1o 10.0 BxiIOU. 7 12 22

BriBoabI
Pa3paboTana wmeToauKa BOJIBTAMIIEPOMETPHU-
YECKOTO OIPEJEIEHNUs pPEHUsi B PacTBOpax IMOJ-
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MPEIBAPUTEIbHOTO yNANCHUsl WIH MacKHPOBAHHSA
cofepkamuxcs B HUX MoiuOaaToB. [Ipemiaraemas
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