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KOCBEHHOE ITPOTOYHOE ATOMHO-ABCOPBLIMOHHOE
OINPEAEIEHUE HUTPATA B PACTBOPAX C UCITOJIb3OBAHUEM
PEAKIIMN OKUUIEHWA METAJVIMYECKOI'O NHIUA

H. M. Copokuna, C. B. HoBuxosa, 1. A. Kopases I'. 1. Iluzun

(kagedpa ananumuneckoil xumuu)

Haiinens! onTuMaIbHBIE YCI0BHS KOCBEHHOr0 NMPOTOYHOTO OMpee/ieHHs HUTPATOB B PacTBOpPax
NpH UCNOJIL30BAHUU PEAKIUN OKHCJIEHH METALINYECKOr0 HHIUS C MOCTIeTYIOIUM ATOMHO-20-
COPOLIMOHHBIM OIIpe/ie/IeHHeM JjieMeHTa B pacTBope. Ilpenes odHapy:KeHHsl HUTpaTa COCTABUI
310° M; oTHOCHTE/IbHOE CTAHJAPTHOE OTKJIOHEHHE TPH OmpeaeIeHUU 510° M HUTpATa He Ipe-
Beimaio 0,02; mpou3BoauTeIbHOCTh aHam3a 120 ompeneseHuii B 4yac. Onl)euenenmo §-104 %\:[
HUTPATa He MEWAIQT ClIE/yIoie KPaTHbIe KOIMYeCTBA HOHOB (M): NH," (1000); Na', Mg 2

Zn*, CI (100); Ca™, PO,™, 9ATA (10). CpaBuumplie ¢ nuTpaToM kommdectsa NO, , Fe

3aBbIIIAIOT pe3yJbTaThbl OIPEACJICHUS.

B nocnegnue mecsaTHieTHs CYIIECTBEHHO BO3POC 00BEM
WCIIOJIb30BaHMsl HUTPATOB B CEJILCKOM XO3SIMCTBE M MHIIEBOH
MPOMBINUIEHHOCTH. OJJHAKO M3BECTHO, YTO ATH COEIUHEHHMS, a
TaKke 00pa3yromuecs B pe3ysIbTaTe UX BOCCTAHOBJICHHS HHT-
PUTHI TOKCHYHBI, TIO3TOMY HEOOXOJIMMO KOHTPOJHPOBATH MX
collepKaHNe B BOJAxX, MOYBaX, MPOAYKTaX PACTUTEIBHOTO U
KHBOTHOTO IIPOMCXOXIeHUA. [IpenensHo gomycTumMoe coaep-
)KaHWe HUTPATOB B IMHUTHEBBIX BOJAxX cocramiseT 45 mr/i, B
oBomax u ¢ppykrax — 60—1400 mr/kr [1].

OOBIYHO HUTPATHI ONPEACISAIOT B PACTBOPAX XpOMaTorpa-
(UUecKuMH, MOTEHIIMOMETPHUECKUMH U CHEKTPOPOTOMETPH-
YecKMMH MeToJaMH. B mociieziHee Bpems IpeArouTeHHE OT-
AT XpoMaTorpaduuecKuM METOAaM ¢ KOHIyKTOMETpHdec-
kuM [2, 3] u cnekrpodoromeTpuueckum [4, 5] nerekrupona-
HueM. OJHAaKO 3TH METOJbl HEJOCTATOYHO JKCIPECCHBI U
CEJIEKTUBHBI — OINPENEICHNI0O HUTPaTa MELIAOT OONbBIINE KO-
JIUYECTBA XJIOPUA, a TaKkKe mpucytcTBue (ocdara, cynbdara
W JAPYTHX MHOT03apsIHbIX aHnoHOB. CylecTBEHHO OoJjee dK-
CIPECCHBI, HO TAK)KE€ HEAOCTATOYHO CEJIEKTUBHBI MOTCHIINO-
MeTpuYecKkue Metonabl. Hanpumep, pu MCIONB30BaHUM HUT-
paT-CEeIEKTUBHOIO 3JIEKTPOJa ONpeAeCHHIO MeIaloT 00JIb-
e KOJMYeCTBa XJIOpHAa U aMHHOKUCIOT [6]. CextpodoTo-
METPUYECKHE METOJbl ONpEeIeNeHNUsT HUTPATa OTINYAIOTCS
n30UpaTenbHOCThIO, OJTHAKO OHH TPYAOEMKH M JJIUTENBHBI.
Hutpar 00BIYHO BOCCTAaHABIMBAIOT B HUTPUT, KOTOPBIN Mepe-
BOJSIT B OKpAIIEHHBIE COEIUHEHUS 110 PEeaKLHUsIM a30-coveTa-
HUSI WM HATPO3UpOBaHUs. B xauecTBe BoccTaHOBUTENEH HC-
MOJIB3YIOT METaJUIBl (MEIKOM3MENbUCHHBIE IMHK M KaIMHH,
KaJIMHEBbIE KOJOHKU-PEIYKTOPbI, OMEIHEHHBIH KaAMUii), a
Tak)Ke TWIpa3uH B IIesouHoi cpene [1, 7, 8].

Takum o6pazom, Hanbosee pacmpoCTpaHEHHBIE METOIBI
olpeiesieHHsT HUTpaTa 00JaJaoT CyIeCTBEHHBIMH HEI0CTaT-
KaMu, ¥ pa3paboTKa HOBBIX METOJIOB SIBJISIETCS aKTyaJbHOU
3amadeir. OMH U3 BO3MOXKHBIX ITyTeH pEIeHHs MpPOOIEMBI —
HCIIOJIb30BaHNE ATOMHO-a0COPOLMOHHON CIIEKTPOCKOIHUH
(AAC) B KOCBEHHOM BapHaHTe, TaK KaK 3Ta METOJHKa Xapak-
TEPU3YETCSl BHICOKOH HyBCTBHUTEIBHOCTBHIO, CEIIEKTHBHOCTHIO
U BOCIIPOM3BOJMMOCTBIO OIPENENIEHHUs, a KPOME TOT'O, J0C-
TATOYHO MPOCTO OCYILIECTBISETCS aBTOMATU3aIMsl aHAIN3a.
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KocBennbsie aToMHO-aOCOPOIIMOHHHBIE METOIBI OIpeaese-
HUs HUTpata u3BecTHbL. Onpenensembie GopMbl (MOHBI Me-
TaJUIOB) OOBIYHO MOJIYYalOT MPOBEACHHEM peaknuii oopa3o-
BaHUS HEPACTBOPUMBIX WIN THAPO(HOOHBIX KOMIUIEKCHBIX CO-
CJMHCHUH, a TaKXKe PeaKIui OKUCIICHUS—BOCCTAHOBICHUSI. B
cocTaB THAPOPOOHBIX KOMIUICKCHBIX COCAUHCHHUNA KPOME HUT-
pata BXoAAT, HampuMmep, peHanTponuHaTe Meau(l) u
cepebpa(l). Tak, HUTpAT Ocaxaadu B BHIEC TPYIHOPACTBOPH-
Mmoro Hutpara Ouc-(1,9-mumernndenantponus)cepedpa(l) [9].
KoHmenTpanutoo HUTpaTta B pacTBOPE PACCUUTHIBAIHU IIO
YMEHBIICHUIO CoJepkanus cepebpa. [IpuHIMIHAIBHBIM OT-
paHUYCHUEM 3TOTO0 METOJa B O0JACTH HU3KHX KOHIICHTPALUI
HUTpAaTa SABISIACH PACTBOPUMOCTHh COCTUHEHHS M HEOOXOIH-
MOCTh PETHCTPAIMH MAaJIbIX U3MCHEHUU OOJBIIUX BEIUYUH
nomiomeHus. J[pyroi mpeyioKeHHbId METOJ] OCHOBAH Ha JK-
CTpakIHH MOHHOTO accommara 6uc-(1,9-gumernndenantpo-
muH)Mmeu(l) ¢ HUTPATOM KHCIOPOJCOAEPIKAIIMMU PACTBOPH-
TeIsAMH (HalpUMep, METHIH300YTUIKETOHOM) C MOCIEAYI0-
MM oTpenereHneM Menu B skctpakre [10]. B orimume ot
METOJla, OCHOBAHHOTO Ha OCAXJCHUH MaJIOopPacTBOPHUMOU
coiu cepebpa, KOJUYECTBO MEIU, U3BJICKAEMOE B OpraHHYeC-
KyIo (hasy, IpsSIMO TPOIIOPIIHOHATFHO KOHIIEHTPAIIUN HUTPATa
B pacTtBope. [103TOMY Takoil BapuaHT ONpPEHCICHHS XapaKTe-
pu3oBajcs 0oyiee HU3KUM IpeneioM oOHapykeHus. OTMmeue-
Ha BBICOKas M30MPaTeNbHOCTh ONpEAeNIeHUs] HUTpaTa B MPH-
CYTCTBHHM OCHOBHBIX MaKpPOKOMIIOHEHTOB pacTBOpoB. He-
CKOJIBKO OOJIbIIICe BJIIMSHUE OKa3bIBAIH TUApo(OOHBIC aHUO-
HBI, B TOM 4ucie xjmopua. K HegoctaTkam 3TOro Merona, Kak
U JIPYTUX, OCHOBAHHBIX Ha SKCTPAKIIMOHHBIX MPOIECccax, OTHO-
CATCSI MCIIOJIb30BAaHHE TOKCHYHBIX OPTaHHMYSCKUX PACTBOPUTE-
Je#, a TakXKe HEeBBHICOKas MPOW3BOAUTEIHHOCTh aHAIN3a,
00yCIIOBJICHHAsT HEOOXOUMOCTRIO paszencHus (as.

W3BeCTHB METOJbI KOCBEHHOTO OIpEJCICHUS HUTPATA,
OCHOBAaHHBIE Ha CEJIEKTHBHOM PAaCTBOPEHUH WHIMKATOPHOTO
BEIIECTBA 3a CYCT €r0 OKHUCIICHUS, U MOCICAYIONIEM OIpee-
JICHUW 3JIEMCHTA-UHJIUKATOpa B pacTBOpe IUIaMeHHBIM [11,
12] nnm 3MEeKTPOTEPMUIECKUM aTOMHO-a0COPOIIHMOHHBIM Me-
tonoMm [13]. B xauecTBe MHIUKATOPHOTO BEIIECTBA OOBIYHO
UCNONB3Y I0 T MeTajuinueckuit kaamuit [12, 13]. Ognako
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3HAYUTENBHOE PACTBOPEHHE KaJMHSA B OTCYTCTBHE HHUTpaTa
OIpEEeNsIO BEICOKOE 3HaUeHHEe (OHOBOTO CHUTHAJa H,
COOTBETCTBEHHO, BBICOKHH Tpefen oOHapykeHusi HuTpara. B
Ka4eCTBE WHAMKATOPHOTO BELIECTBA Ul KOCBEHHOTO aTOMHO-
a0COPOIIIOHHOTO OTIPEIEICHNsI HUTpaTa MCIIOIB30BAIN TaKXKe
Metayunueckuit uaauii [11]. Hutpat BoccTaHaBiauBaiu B Mo-
TOKE, IPUYEM KOJOHKY-PEAyKTOp C YacTHI[AMU METaija IMpH-
COGAMHSUIN HEMOCPEACTBEHHO K PACIBIINTEINI0 CIIEKTPOMETpA.
PacTBop mocrymnan B KOJOHKY 3a CUET pa3pekeHHs, CO3J/aBa-
€MOT0 PACHBUINTENIEM. 3aMeHa KaJMUs Ha WHAWNA MO3BOJH-
Ja TPOBOAUTH BOCCTAHOBJICHHE HUTpaTa NPH KOMHATHOH
TeMIepaType U 3HaYMTEIbHO CHU3UTH CHUTI'HAJ XOJIOCTOTO
onbiTa. OHAKO ONTHMH3ALMIO YCIOBHH ONpPENCIICHHS, KaK H
CHUCTEMAaTHUYECKOE HCCIIEOBAHNE M30MPATEIbHOCTH OKHCIIE-
HUS MHAWS HATPATOM B HNPHUCYTCTBUU MaKpPOKOMIIOHEHTOB
pacTBOPOB HE MPOBOIUIN. DTHUM, MO-BUAUMOMY, OOBSACHI-
IOTCSI HEBBICOKHE METPOJIOTHUECKHE XAPAKTECPUCTUKH Tpe-
JIOXKEHHOTO METOJIa.

Henpro HacTosmei paboTel OBUIO M3YYEHHE YCIOBHU IPO-
BEACHHS PEAKLUH OKUCIICHUS MHAMS HUTPATOM B AWHAMUYEC-
KHX YCJIOBHUSIX M pa3pabOTKa KOCBEHHOI'O MPOTOYHOTO aToM-
HO-a0COPOIIMOHHOTO METOAA ONpEACICHUS HUTpaTa B PacTBO-
pax CI0XXHOTO COCTaBa.

3KCﬂepHM€HTaﬂbHafl 4acTb

Pacmeopul u peacenmul. VICXOIHBIA pacTBOp HUTpaTa KOH-
ueHrpauueid 1 M roroBuwiM pacTBOPEHHEM TOYHOM HaBECKH
HUTpaTa Kanus («X.4.») B JUCTUIUIMPOBAHHOW Boje. PacTBopsI
MCHBIIIEH KOHIIEHTPAIUH MOMyJaIn pa30aBICHUEM HCXOIHOTO
pacTBOpa IUCTHWILIMPOBAHHON BOAOM. MICXOOHBINA pacTBOp HH-
TS 111 TPalyMPOBKH CIIEKTPOMETpa FOTOBHIIM PacTBOPEHU-
€M HaBeckd MeTtaurmdeckoro HHAMS (99,99%) B 6 M consHOM
KHCIIOTE («X.4.») IPU HarpeBaHHH. PacTBOpEHHEM HaBECOK
COOTBETCTBYIOIUX BEUIECTB («4./1.2.») B JUCTUILIMPOBAHHOM
Boae rorosunu 1 M pactBopsr NaHSO,, NaH,PO, u
CH,COONH,, ucnone3yemsle sl NOJIEPKAHUA TOCTOSHHOTO
pH u monHHO# cuibl. [Ipy BOoCcCTaHOBJICHHM HUTpaTa KOHLIEHT-
pamust OHOBBIX 3IEKTponuToB coctasmsia 0,1 M. TpeOye-
Moe 3HaueHue pH ycraHaBnmmBamu 100aBIEHHEM COOTBETCTBY-
IoLIeH KUCIOTH (B alleTaTHBIA pacTBOP BBOJWIHM COJISIHYIO
KHuCIOTY). Mukpokononku odsemom 0,01-0,16 My HanmomHsH
JacTHIAaMK MeTauindeckoro HHIus (99,99%) pasmepamu me-
uee 0,15; 0,15-0,25 u 0,25-1,00 mm.

Annapamypa. Vcnonp30Banu CepUHHO BBIITYCKAaeMBIil
koMmrIuiekc obopynosanus («Kopmox», Mocka), BKIIOYaI0-
KUK aTOMHO-a0CcOpOIMOHHBIN crekTpomeTp «Keanm-ADA»,
MpOTOYHO-UHXKeKInoHHBIH 010k BITM-01, maTepdeticHoe yCT-
poiictBo u IBM-coBmecTuMbIii KOoMIbtoTEp. [j1sl aToMuU3auu
WH/IMS MCIOJIB30BAJIM IUIaMsl ponaH—O0yTaH-Bo3ayX. McTou-
HUKOM H3JIy4€HHs CIyKWJIa WHAWEBAs JIaMIIa C MOJBIM KaTo-
oM. AOCOPOIIMOHHBIE CHTHAIBI PETUCTPHUPOBAIN TIPH JITHHE
BostHbl 303,9 HM. Pacxox mpomnaH-O0yTaHOBOI CMECH COCTaB-
msn 0,4-0,5; Bozayxa — 25-30 si/mMuH. {1 ycTpaHeHHs Hece-
JICKTUBHOTO TIOTJIOIIEHHUS! MCIOIb30BaNIN JIEHTEPUEBBIH KOP-
peKTop.

Koceennoe amommno-abcopoyuonnoe onpedenerue Humpa-
ma. Ilpu ompeneneHny ONTUMAIbHBIX YCJIOBHH BOCCTaHOBIIC-

HUS HUTPAaTa METAUINYECKUM MHAMEM M M3yYEHUH CTEXHO-
METPHUH pEaKUUU KOHIECHTPAIUIO WHIMS ONPEACISIN TOCIe
IIPOITYCKaHUsl PacTBOpa 4epe3 KOJOHKY-PEAYKTOp B BapHaHTE
«off-line». AnuxBoTy pactBopa (25 MJI) IpOKa4YMBaIK Yepe3
KOJIOHKY AMAaMETpOM 2 W JUIMHON 12 MM, 3alOJHEHHYIO W3-
MEJIbYCHHBIM MeTajuindeckuM mHaueMm (dppakmus 0,15—
0,25 mm), co ckopocThio 2,4 Mi/muH. KocBeHHOE aTomMHO-20-
COpOIIMOHHOE OMPEEIICHNE HUTPATa B PACTBOPAX BBITOIHSIN
B pexume «on-line». KomoHKY-peAyKTOp ¢ METaTITHIECKUM
WHIUEM COEAMHSIN HEHNOCPEACTBEHHO C PACHBIINTENEM CIEK-
TPOMETpa, MPOKAYNBAIN Yepe3 KOJOHKY aHAIM3HPYEMbIH pa-
CTBOP CO CKOpPOCTBIO 2—8 MJI/MHH HpW NOMOIIM Hacoca Mpo-
TOYHO-WHXXEKIIMOHHOTO OJI0Ka M PETHCTPHPOBAIH IOTJIOIIE-
HHUE MeTalla-MHIUKATOpa, Iepeneanero B pacrsop. Koxuen-
TpaLUIO HUTPATa ONpPEeSUIM C MOMOILIbIO TP ynpPOBOYHOTO
rpaduka.

Ilpuecomognenue 600HbIX GbIMANCEK OUONO2UYECKUX
00beKmMo8 pacmumenbHo20 NPouUcxoicoerus. BonHbie BbI-
TSOHKKH 00pasIoB rotoBmwin no meroauke [14]. Hasecku oryp-
IIOB M KaITyCThl M3MENbYalIn Ha IUIACTUKOBOH TEpKe, H0O0aBis-
JIY PaBHBIH 00bEM JIeMOHM30BAHHOM BOJBI U BCTPSIXWUBAIH B
teueHue 1 4. [loxydueHHyI0 cycneH3HI0 OT(HUIBTPOBBIBAIN
gepe3 OyMakKHBI (QIIIBTP «CHHSS JICHTA.

Pe3yabTathl u 00Cy:KI€HHE

B Hacrosmeil paboTe KOCBEHHOE ONpeAeleHIe HUTpaTa
OCHOBAaHO Ha OKHCICHHH UM METAJUIMYECKOTO MHIUS (MHIU-
KaTOPHOT'O BEIIECTBA) U IOCIEAYIOEM aTOMHO-a0CcOpOIMOH-
HOM OTIpENEeNICHUH MHAUS B pacTBOpe. MeTposlorHiecKue xa-
PAKTEPHCTUKH TAKOTO METOJa OMPEACISIOT cieayromue (hak-
TOPBL:

1) crexnoMeTpusi HHIUKATOPHOHN peaknuu (KOTUIECTBO
3JIEMEHTA, MEPeXO0/AIIee B PaCTBOP MPH BOCCTAHOBIEHUH OII-
peIeTIeHHOro KOJIMYeCTBa HUTPATa);

2) 9yBCTBUTEIHHOCTh aTOMHO-a0COPOIIIOHHOTO Ompererne-
HUS HHIUS,

3) BeIMYMHA aHAIUTHYECKOI'O CUTHAJA XOJOCTOTO OIIBITA,
PETUCTPUPYEMOTO TIPH MPOIYCKAaHUN dYepe3 KOJIOHKY PacTBO-
pa, HE COIEep KaIlero HUTPAT;

4) NOCTOSIHCTBO CTEXHOMETPUH U CKOPOCTH OKHCIHUTEIBHO-
BOCCTaHOBHUTEJIFHOM PEaKIM IPH Pa3HBIX YCIOBHSX;

5) u30HUpaTen HOCTh WHANKATOPHON PEeakIui MO OTHOIIE-
HUIO K HUTPATy B NPUCYTCTBHU OCHOBHBIX MaKpOKOMIIOHEH-
TOB aHAJIM3UPYEMBIX PacTBOPOB.

[Ipenen oOHapykeHHS HUTpaTa B 3TOM CIydae ONpPEHes-
eTcs Kak CTeXHMOMETpUel MHIMKATOPHOW peaklUUH U 4yBCTBH-
TEIBHOCTBIO OINPENEICHNSI METallIa-nHANKATOPa, TaK U BOC-
MIPOM3BOIMMOCTBIO CHTHAJIA XOJIOCTOTO OmbITa. PaHee mokasza-
HO, YTO HaWJIy4IlWil mpeesl oOHapyKEeHUs] HUTpaTa JIOCTHra-
€TCs MpPHU HCIOJb30BAHUU B KAaYECTBE BOCCTAHOBUTEIA
MeTtamnndeckoro uHaug npu pH 0,5-2.5; npudem Ha onuH
MOJIb HUTpaTa B PacTBOpP MEPEXOJUT OJUH MOJb MHAuA [11]:

In+ NO, + 2H" — In" + NO,T + H,0.

C menpro BeIOOpAa ONTHUMANBHBIX YCIOBHH NMPOBEICHUS
OKHCJIHTENIbHO-BOCCTAHOBUTEIFHON PEaKIMK HCCIEIOBAIN 3a-
BUCUMOCTh KOHLIEHTPALMU MHJUS Ha BBIXOJE M3 KOJIOHKH-pe-
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MKT/MJI

c
In’

120

80

40

pH

Puc. 1. 3aBHCHMOCTb KOHIIGHTPALlNH UH/MS B PACTBOPE Ha BBIXOJE U3 KOJIOH-
Ku-pesykropa ot pH cpenst npu ¢y - (M): 1-0;2— 1107 (V'=25wmmn)
3

JYKTOpa OT KHCIOTHOCTH PacTBopoB, coxepxammx 0 u 1.107
M NO;, B unrepsane pH 0,0-7,0. Tpebyemoe 3nauenue pH
YCTaHaBIMBATIH AOOABICHHEM XJOPOBOAOPOJHOW KHCIOTHI.
Pe3ynpTaTsl moxazanu, 4TO ONTUMAaJIBHBIM JAJI BOCCTaHOBIE-
Hust HuTpara ssisiercst pH 0,5-2,0 (puc. 1). B atom unrepsa-
JIe Pa3sHOCTh MEXIy KOHLEHTPALUSIMHU MHANSA Ha BBIXOAC W3
KOJIOHKH B NIPUCYTCTBHU U B OTCYTCTBHE HMTpaTa MaKCHUMallb-
Ha ¥ NPaKTHYECKU MOCTOSHHA.

Crienyer OTMETHTh, YTO AaXe B 3THX ONTHMAJIBHBIX yCIIO-
BUSIX KOJIMYECTBO MHJUSA, NEepexoisilee B PacTBOp MpHU BOC-
crasosnennn 1-107 M HUTpaTa, He ImpeBslmano 25% ot ko-
JMYeCTBa MeTajula B pacTBope. IIocKoNbKy yaaneHue pacTBo-
PEHHOTO KHCJIOpOJa HE NMPHUBENIO K YMEHBUICHUIO KOJUYECTBa
MeTalaa, MepexoAsero B pacTBOpP, OCHOBHOW KOHKYpPHUpPYIO-
el peakuuel B CUCTEME SIBJISIETCS, IIO-BUIUMOMY, BOCCTa-
HOBJICHHE HOHOB BOJIOPOJA.

Jl1s BOCHPOU3BOAUMOIO PacTBOPEHUS METAIIINUECKOIO
WHAWS TPU BOCCTAHOBICHWN HHUTpaTa TPeOYyeTCsl yCTAaHOBUTH
onTUMaibHOEe 3HadeHue pH U NMOCTOSIHHON MOHHOM CHIIBI pa-
cTBOpOB. MccnenoBanu BBIXOA MHIAUS U3 KOJOHKH-PETYKTOpa
B 0,1 M pacreopax NaHSO,, NaH,PO, 1 CH,COOH + HCI,
coepKaux 1-110%110° M HuTpaTta. B ameraTHol U cep-
HOKHUCIOM cpenax orHomenue In:NO,; (M:M) He 3aBUCUT HM
OT KOHLEHTPAL[MA HUTPATa, HU OT MPUPOABI (DOHOBOTO 3JIEKT-
ponuta u cocrasuser 1,95-2,05 (npu pacuere y4uTBIBAIU
TOJIBKO KOJIMYECTBO MHAUS, PACTBOPSIOIIEECS MPU BOCCTAHOB-
JIEHMH HUTpaTa). OTO yKasblBaeT Ha BoccTaHoBieHne NO, 10
NO, no peaxkuuu:

2In + NO, + 2H" — 2In" + NO,” + H,0.

B ¢dochaTtHOM (POHOBOM pacTBOpe HUTpAT HE BOCCTAHAB-
JMUBAETCS WHAHMEM, MO-BHANMOMY, HW3-3a 00pa30BaHUA Ha IIO-
BEPXHOCTH MeTajlla TUIEHKH MajlopacTBopuMoro docdara.
IMockonbKy areTaTHBI pacTBOpP HE 00JaJaeT NOCTATOYHOM
OythepHOll eMKOCThIO B JaHHOW obOnactu pH, B manmpHeiimem
HCTIOJIb30BANM CepHOKUCIHBIH (oHOBHIH pactBop (pH 1,5;
CHSOZ = 0,1 M).
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HccaenoBanu cTeXMOMETPUIO PEAKIIMM BOCCTAHOBJICHUS
HUTpaTa MHAMEM IpPHU Pa3HBIX pasMepax KOIOHKH-PELyKTOPa
U CKOPOCTH TPOITyCKaHUs pacTBopa. M3 mpencTaBieHHBIX B
Tabn. 1, 2 HaHHBIX CIIEAYET, YTO CTEXMOMETPHS PEaKLUu He
MEHSIETCSl IIPH MCIOIB30BAHUN KOJIOHOK THaMeTpoM 2—4 MM
1 JuHON 12—-13 MM ¥ mpU CKOPOCTH MPOITyCKAaHUS PacTBO-
pa 2—4 ma/mun. B sTux ycnosusx oTHomenue In:NO;
npubmkaercs x 2:1 (M:M). YBenuuenune pa3MepoB KOJOH-
KM HE NMPUBOIUT K 3HAYMMOMY YBEJIMYCHHIO BBIXOJA HMHANSA
Ha 1 mons NO,. Ilpu yMeHbIIEHUH Pa3MEPOB KOJOHKH [0
2x10 MM T yBENTHYEHHH CKOPOCTH IPOITYCKaHHS PacTBOpa
CBBIIIE 4 MJI/MHH BOCCTaHOBJICHHE HHTpPATa, IO-BUINMOMY,
MPOXOJIUT HEKOJIMYECTBEHHO.

B BBIOpaHHBIX ONTHMANBHBIX YCIOBUSAX I'PagyHpOBOYHAS
3aBHCHUMOCTh IPH KOCBEHHOM aTOMHO-a0COpPOIIMOHHOM OTIpe-
JICJICHUY HUTpaTa JIMHEeilHa B MHTEpBaJle ero KOHLEHTpaLUi
510°-1-10° M. [Ipenen obHapykeHHS HHUTpaTa, PacCUUTaH-
HBIA 110 3S-KPUTEPHUIO, COCTABILI 2:10° M; otHOCHTenBHOE
CTaHJapTHOE OTKJIIOHCHME IIpU OINPEACICHUN 510° M HUTpPA-
Ta He mpessimano 0,03.

BapuaHT «off-line» onpeneneHus: HAITPATOB UMEET XOPO-
M€ METPOJIOTHYECKHE XapaKTePUCTUKHU, HO JUINTEIECH U Tpe-
Oyer Gompmoro pacxonxa mpoOwl. boiee mepcrnekTUBHBIM
IpeACTaBIsCTCS BapHAHT «on-line», Ipu KOTOPOM aHAJIU3HU-
pyeMble pacTBOPBI M3 KOJOHKH-PEAYKTOpa MOAAIOT HENOCpea-

Tabnuma 1

CrexnoMeTpusi peaKii BOCCTAHOBJIEHHS] HUTPaTa MeTaJLJIH-
YeCKHM MHAUWeM (I/IMHA KOJOHKH 12,0 Mm;
JuaMeTp KoJIoHKH 2,0 Mm)

Cin : Cno, » M:M
V, MJI/MHH
Cno, =110°M Cno, =410°M
10 23 13
19 0,7 14
22 18 14
2,7 1,7 1,3
39 19 14
55 0,7 0,6

Tabnuma 2

CrexnoMeTpusi peakiud BOCCTAHOBJIEHHS HUTPAaTa MeTaJLIM-
YeCKUM HHHeM 1pHu v = 3,9 mi/mun

JmHa Juametp Cno, =110 ‘M Crno, =410 ‘M
KOJIOHKH, MM KOJIOHKH, MM
30 20 15 1,0
10,0 20 09 07
12,0 20 14 13
13,0 40 14 1,6
30,0 20 05 19
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Puc. 2. AGcopOLMOHHBIE CUTHAJIBI MHIMS B PACTBOPAaX Ha BBIXOJE U3
KOJIOHKH-PEJYKTOpa IMPH KOCBEHHOM IPOTOYHOM aTOMHO-abcopo-
LUOHHOM OIpEeAEICHUH HUTpaTa (PEeXHM CKaHMPOBAaHHs CUTHANIA IO
Bpemenn). Kononka-peaykrop 13x4 mm; At — Bpems 3anepxku; Af,
— BpeMsl HHTCTPHPOBAHUS aHAJIUTHYECKOTO CUTHANa; Al — MONE3HbIN
curHai. Curnan puctuuiupoanHoi Bojasl pH 6,0 (/); cepHOKHCIOrO
pacTBOpa (p}LI,S; Cuso; = 0,1 M) (2); pactBopa, coepsKamero
1-107 M mutpata (pH 1,55 ¢yg0; = 0,1 M) (3)

CTBEHHO B PACIBUIUTENh aTOMHO-a0COPOLIMOHHOTO CIEKTPO-
MeTpa. Ha puc. 2 mpuBeneHbl COOTBETCTBYIOUINE abCcopOITH-
OHHBIE CHTHAJIbl, 3apErUCTPUPOBAHHbBIE TP BBOJAE B KOJIOH-
Ky CEpHOKHCIIOro (hOHOBOTO pacTBOpa, copepxkamero 0 u
1-110* M HATpaTa. MaKCUMyM TOTJIOIIEHHUs, HaOI01aeMbIit
B Hayajle PerucTporpamMmbl, 0OYCJIOBJICH, O-BUAMMOMY, Ha-
KOIJICHHMEM PAacTBOPEHHOTO MHIMS B KOJOHKE 3a BpeMs OcC-
TaHOBKHM NOTOKa. Tak, BeIMYMHA MaKCUMyMa 3aBHCela OT

DaT a
3
03 } 2
02 F
Y 1
0,1

0 2 4 6 8 10
CN03-10‘4, M

BPEMEHN KOHTAaKTa METaJJla C BO3AYXOM M CYIIECTBEHHO
yMEHbIIaNach MpU IMpoMbiBaHUH KOJNOHKH 0,1 M consHOM
kucaoToil. CTalMoHapHBIA PEXUM, MPU KOTOPOM BEJINYHHA
aTOMHOTO TOTJIOIICHHUSA HE MCHSIAch, YCTaHABIMBAJICA Uepe3
8—10 ¢ ¢ MmoMeHTa BBOJA pacTBOpa B KOJOHKY. BrIOpaHEI
CJIEAYIOIINE YCIOBUSI PETHCTPALU aHAJIUTHYECKOTO CUTHAa
B IIPOTOYHOM CHCTEME: MHTETPHUPOBAaHHE CUTHAJIAa PacTBOpa,
HE COJEpIKaIero HUTPAT (XOJOCTOH OMBIT) 5 ¢, WHKEKTHPO-
BaHHME aHAJIM3MPYEMOI0 PacTBOpa B KOJIOHKY-PEAYKTOp, IIpe-
aeiHTeTpUpoBanue 10 ¢, HHTErpupoOBaHNE CHTHAJA aHAIU3H-
pyemoro pactBopa 5 c.

Bricokunii ()OHOBBIN CHTHAII MPH MPONYCKAHUU CEPHOKHC-
JIOTO pacTBOpa 0OYCIIOBIEH BOCCTAHOBIECHHEM METaJIMYEC-
KUM WHIUEM HOHOB BOJOPOJAa. XOJIOCTOMY OIBITY COOTBET-
CTBYET BBICOKOE 3HAUEHHUE ONTHUYecKoil miotHoctd (~0,5). D10
3HAYNUTENIBHO COKPAIIAeT AWAIAa30H ONPEAEIIEMOTO COIEpIKa-
HUS 3JIEMEHTa-MHIUKATOpa W, COOTBETCTBEHHO, HUTpaTa. Jlis
paciupeHus 3TOTo Juana3oHa CpaBHUBAIM JBa crocoba pe-
TUCTPAallNM aHAJTUTHYECKOro CHUTHama. B mepBoM BapuaHTe
aHanu3upyeMbli pactop, coxepxkamuii 0,1 M HSO,, un-
JKEKTUPOBAIN 4epe3 KOJIIOHKY-PEAYKTOP B MOTOK AMUCTHILIHPO-
BaHHOM BOJbI. ATOMHOE IIOTJIOIIEHUE WHIAUS M3MEPSIIN TAKXKeE
OTHOCHUTENBHO BOJABI. AHAJINTHYECKUI CUTHAI MPEICTaBIIsUI
co0OH Pa3HOCTh MEXAY 3HAUYEHHSIMU aTOMHOI'O TOIJIONICHUS,
3aperUCTPUPOBAHHBIMHA ISl aHAJIH3HPYEMOTO PAacTBOPA U XO-
aocroro oneita (0,1 M pacrsopa HSO,, He conepsxamiero
HUTpar). B npyroM BapuaHTe HCIIOJIB30BaJHM CIIOCOO PETUCT-
pamu CUTHaja, aHAJIOTUYHBINA MpuMeHseMoMy B nuddepen-
OHATBbHOU CHEKTPO(OTOMETPUHU. AHATU3UPYEMBIH PacTBOP
MH)XEKTUPOBAIM B MOTOK (POHOBOTO PacTBOpPa M PETUCTPH-
poBalil aTOMHOE MOTJIOMEHNE MHAMUS (aHATUTHYECKUH

0,5 t

0 2 4 6 8 10
CNO?-IO“‘, M

Puc. 3. BiusiHue CKOpPOCTH IPOIyCKaHU pacTBOPa Ha BeIHNUNHY K03 PHUIMeHTa 9yBCTBUTEILHOCTH (2) H OTHOCHTEIBHOTO CTaHAap-
THOTO OTKJIOHEHHUS aHAJUTHYECKOro curxaina (0) mpu KOCBEHHOM aTOMHO-a0COPOLIMOHHOM ONIpEJEICHUM HUTpaTa B PacTBOpE.
Kononka-penykrop: 13x4 mm; pH 1,5; v = 2,3 (1); 4,0 (2); 10,0 (3) ma/mMun
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Puc. 4. BnusHue pa3MepoB KOJIOHKH-PEJYKTOpa Ha BEINYNHY K09()(HUIIHEHTA TyBCTBHTEIBHOCTH () © OTHOCHTEJIBHOTO CTAHAAPT-
HOTO OTKIIOHCHHsI aHAJIUTHYECKOro CUTrHama (0) IpH KOCBEHHOM aTOMHO-a0COPOLMOHHOM OIPEACICHUU HHUTPAaTa B PacTBOpE.
Komnonka-pexykrop: 3x2 (1); 12x2 (2); 13x4 (3); 30x2 (4) mm, v = 4,0 Mi/MHH

CUTHAJ) TaKK€ OTHOCHTENbHO (oHOBOro pacropa. ITokasa-
HO, YTO BTOPOH CIIOCOO NMPEeNnOYTHTENbHEe: OTHOCHTEIBHOE
CTaHIAapTHOE OTKJIOHEHHE aHAIUTHYECKOTO CUTHaia MpHU
KOHLIEHTpallu HUTpaTa B PacTBOpE 110°-1:10*M cocrasu-
mo 0,5-0,1 u 0,12-0,05 mns mepBoro M BTOPOTO CIIOCOOOB CO-
OTBETCTBEHHO. YJIy4IIEHHE BOCIIPOU3BOAUMOCTH ONpEIEICHUS]
HUTpaTa B 9TOM Cllyyae OOYCIJIOBJICHO KaK pacHIMpPEHUEM -
ama3oHa JIMHEHHOCTH OTKJIMKAa AETeKTOpa, TaK W MOCTOSH-
CTBOM MAaKpOCOCTaBa pacTBOpa B KOJIOHKE.

B BriOpannbIx ycnoBusx (pH, cocraB ¢oHoBoro pacrsopa,
croco0 perucTpanuy aHAIUTHYECKOTO CHUTHANA) ONTHMH3UPO-
BaJIM CKOPOCTh IIPOIYCKaHHUsS PacTBOpPa U pa3Mepbl KOJIOHKH-
penyKTOpa, pasMepsl 4acTul] MeTajuinueckoro nuaus. Onpe-
JeJSTH KOA(Q(GUINEHT YyBCTBUTEIBHOCTH M OTHOCHTEIIEHOE
CTaHJAPTHOE OTKJIOHEHHE aHAIUTHYECKOTO CHUTHala B HHTEp-
Bajie KOHLIEHTpaluil HUTparTa 1.10°-1:10° M (puc. 3, 4). Ilo-
Ka3aHO, YTO ONTHMAJIbHBIMH SBISIOTCS CKOPOCTH IPOITyCKa-
HUS pacTBopa 4 MI/MHUH, JUIMHA KOJIOHKH 13 MM W nuametp
4 MM. B 3THX ycnoBHsX BEJIMYMHA OTHOCHUTEIBHOTO CTaHAApT-
HOTO OTKJIOHEHHS €AMHHYHOTO ONpeleNIeHUs HUTpaTa MUHHU-
MallbHa. YBeJIMYEeHHUE [UIMHBI KOJOHKH CBBIMIE 13 MM He3Ha-
YHUTEJILHO MOBBINIAET KOI(GHUIUEHT YyBCTBUTENbHOCTH. OfHa-
KO IIPH 3TOM CYIIECTBEHHO BO3PACTaET CUTHAN XOJOCTOTO
OIIBITa, YTO YXYZAIIaeT BOCIPOM3BOAMMOCTE OIPEACICHUS U
MOBBIIIAET Ipe/e] OOHapy>KeHUs] HUTpaTa. B onTuMaibHBIX
YCIIOBUSIX ONPENESIIUI TAKXKEe METPOJOTMYECKHEe XapaKTepHc-
THKH METOJA IIPH 3allOJHEHWH KOJOHKU-PENYKTOpa YacTHIa-
MH METaJUIMYE€CKOTO0 HHIHS pa3indyHoro pasmepa: <0,15;
0,15-0,25 u 0,25-0,5 mm. [Ipu 3TOM HE OOHAPYKHUIU CTATUC-
THYECKH 3HAUYUMOTO BIMSHHS pa3Mepa YacTHL MeTaylla-HHIH-
KaTopa HU Ha BEIMYUHY KOd(QHUIMEHTa YyBCTBUTEIHLHOCTH,

6 BMYV, xumus, Ne 1

HHM Ha BOCHPOM3BOJMUMOCTb €AMHUYHOTO onpexaeneHus. OnHa-
KO JKeJaTelbHO HCII0JIb30BaTh MOHOJUCIIEPCHBIE (PpaKIHH,
TaK Kak B 3TOM CiIy4dae KOJIOHKa-peayKTop obmamaer Oonee
CTaOMJIBHBIMU THIPOJANHAMUYECKHUMHU CBOHCTBAMH.

B BBIOpaHHBIX yCNOBHSIX Ipenei oOHapy)XeHUs HUTpATa,
pacCcYUTaHHBIA 1O 3S-KPUTEPUIO, COCTABHII 3-10° M; orHocu-
TeIbHOE CTAHAAPTHOE OTKJIOHEHMe NpH onpexenenny 5-10° M
HuTpara He npessimano 0,02. Bpems, 3aTpaunBaemMoe Ha equ-
HIUYHOE OMpeleNieHne HUTpaTa B pacTBope, coctaBmio 30 c.

IToxa3aHo, 4TO OIpeneneHuIo 510* M HUTpaTa He Mella-
I0T CIIEIYIOIINE KPAaTHBIE KOJMYECTBA COIyTCTBYIOIIMX MOHOB
(M): NH," - 1000; Na', Mg**, zn**, CI” — 100; Ca™*, PO,”,
OHTA — 10. CpaBuumble ¢ HuTpaTtoM Kosnudectsa NO,, Fe*,
Cu® 3aBbimanu pe3ynbTaThl ONpEAEICHUsT BCIEICTBUE OKHC-
JICHUS METaJUIMYECKOTO MHANS, OJHAKO B OOJBIIMHCTBE peab-
HBIX OOBEKTOB KOHIIEHTpALMs STHX HOHOB Ha 1,5-2 mopsjka
MEHbIIIE KOHIIEHTPALUH HUTpPaTa.

Bmusaue docdara MOKHO CHU3UTH OCAXKICHHEM €ro B
BUJIe, Harpumep, Gocdara amoMUHUSL — J0OaBIEHUEM K aHa-
JU3UPYEMOMY PacTBOPY aJTIOMOKAaJIHEBBIX KBACIOB M IOCIeE-
OytomuM (HIBTPOBAaHWEM NPOOBI MO CTAHAAPTHOH METOIHKE
[15]. BnusiHue KaTUOHOB DJIEMEHTOB MOXHO yMEHBIIUTb,
NpEeIBapUTEIbHO MPOIYCTHB aHAJIU3UPYEMBIH pacTBOp yepes
KaTHOHOOOMEHHYIO KOJIOHKY.

Hurpat onpeznensiin B KOJNOJAE3HON BOAE M BOJIHBIX BBITSDK-
KaxX OMOJIOTMYECKUX OOBEKTOB PACTUTENHHOTO MPOUCXOXKIACHHS
(orypuoB u kamyctsl). [IJIK HUTpaTa B orypmax um Kamycre
cocraBisier 110-200 mr/kr [11]. TIpaBunbHOCTD omnpeneneHus
HHUTpaTa MOJATBEP)KAEHA METOJaMHU «BBEIECHO—HAHIEHO» U pe-
3yJlbTaTaM{ aHaJN3a 3TUX OOBEKTOB COPOIMOHHO-(POTOMETPH-
YECKHM MeTojioM (Tadi. 3).
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Tadonuma3l

PesybTaThl onpe/ie/ienusi HATPATA B KOJIOJE3HOI BOJe H BOAHBIX BBLITSKKAX GMOJIOTHYECKHX 00HEKTOB
pactuteabnoro npoucxoxaenus (N =5; P =0,95)

Obpaszery Pas6asnenue Bseneno Haiineno Haiineno S OrmpeneneHo copOLu-
(pa3) NO; -10*, M NO; -10°, M NOs , mr/xr* OHHO-(pOTOMETPHYIEC-
KUM METOIOM, MI/Kr*
Komnonesnas Boga 2 0,0 71+0,3 93-8** 0,03 82+ 6**
4 0,0 3,6%0,2 0,02
4 25 58+0,3 0,05
4 50 8,2+0,2 0,01
BBITSKKa 3 Ka- 10 0,0 15+0,2 190+ 24 0,1 247 £ 27
MyCTBI-
10 1,0 23+0,2 0,06
10 25 3,3+£0,2 0,06
BrITsbkka U3 oryprios 10 0,0 39+0,3 422 + 68 0,06 400+ 50
20 0,0 19+£03 0,1
20 1,0 26+03 0,1
20 25 36+£0,3 0,1
* B mepecuere Ha MCXOAHBIN OOpasel.
** Mr/i.
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