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[IpoBeneHs! UccaemOBaHMS 110 OTASICHUIO MUKPOKOMITOHEHTOB Se 1 Te oT MmakpokoMItoHeHTOB Co, Ni,
Cu, Fe, Cr, Mo u W w151 onpeneieHuss MEeTOIOM aTOMHO-3MUCCUOHHOM CIIEKTPOMETPUU C MHIYKTUBHO
CBSI3aHHOM TIa3MO¥. YCTaHOBJIEHO, YTO UCITOJIb30BaHUE B KAUECTBE OCaaAUTENIEi OKcajlaTa HaTpUs U (PTo-
puna HaTpus IPUBOJAUT K MPAKTUYECKHU MOJIHOMY yIAJIEHUIO U3 aHAJIM3UPYEMBIX PACTBOPOB YEThIPEX MaK-
poxomrioHeHTOB Co, Ni, Cu u Fe. [1lokazaHo, 4To BBereHIe (PTOPOBOAOPOTHOM KUCIOTHI B OIIpEIeICHHOM
KOJIMYECTBE TMPUBOIUT K MHTMOUPOBAHUIO Ipoliecca coocaxaeHus: Se u Te mpu oTaesieHM OCHOBBI MaTe-
puaia. PaspaboraHa MeToAMKa OMHOBPEMEHHOTO OIpenesieHus conepxkaHus Se u Te B MaTepuaiax ¢ 601b-
M coaepkaHueMm Co, Ni, Cu u Fe ¢ npyuMeHeHeM aTOMHO-3MUCCUOHHOM CIIEKTPOMETPUU C UHIYKTHUB-

HO CBSI3aHHOM TJIa3MOIA.

KiroueBbie ¢j10Ba: aTOMHO-3MUCCHUOHHASI CLIEKTPOMETPHSI C UHIYKTUBHO CBSI3aHHOI TIa3MOI, coocaxkie-
HUe, onpeneiienue comepxanus Se u Te, ornenenue Fe, Ni, Co, Cu.
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B Hacrosiiiee BpeMst coaepkaHue peaKuxX U pac-
CEeSTHHBIX 3JIEMEeHTOB Se U Te B pyaZHOM ChIpbe, a TaK-
XK€ B CTaJISIX, XapOIIPOYHBIX HUKEJIEBBIX CIUIaBax U
T.I., TIPUMEHSIEMBIX B Ka4eCTBE KOHCTPYKIIMOHHBIX
MaTeprajoB B MaIlMHOCTPOCHUM, aIlllapaToCcTpoe-
HUU U IIPUOOPOCTPOCHUM, CTPOrO pEerIaMeHTUPYET-
ca nevicrByrommMu 'OCTamn [1-3]. Tutpumerpn-
yeckue, mnojsiporpadpuueckue U GOoTOMETpUYECKUE
METOIMKM OIIpeaesieHrs conepkaHus Se u Te mpuse-
neHbl B cootBeTcTBYIOmMX ['OCTax [4—S8]. I1pemro-
JKEHHbIE METOAVIKM aHaI1M3a 3aHMMalOT MHOT'O BpeMe-
HU ¥ TPYZOEeMKH. B HEKOTOPHIX clIydasix HeoOXoauma
Mpolleaypa npeaBapuTeIbHOTO 9KCTPAKIIMOHHOTO OT-
nesieHus Se 1 Te OT OCHOBHBIX KOMITOHEHTOB MaTepy-
ajla, a X OMHOBPEMEHHOE OIlpeAeieHre YKa3aHHbI-
MU METOJIaM1 HEBO3MOXHO.

CrnenmyeT OTMETUTh, UTO B JIMTepaType MMEIOTCS
CBEeACHUS O METOAMKAaX MHAWBUIYaIbHOTO/COBMECT-
Horo omnpenejieHust Se u Te MeTogoM aTOMHO-3MUC-
CHUOHHOM CIIEKTPOMETPUU C UHAYKTUBHO CBSI3aHHOM
mwiaszmoii (ADC-MCII) [9—20]. CesieH u TeJuLyp UMe-
IOT BEICOKHE 3HAYCHMSI ITOTCHIINAJIOB BO30YXICHUSI
CIICKTpalbHBIX JUWHUA [21, 22], ciaemoBaTenbHO,
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KOMITIOHEHTBI, TIPUCYTCTBYIOIIIME B COCTaBE aHAJIU-
3UpyeMoOro Marepualja M uMmewllnue 0ojiee HU3KUE
3HAYCHUs ITOTeHIMala BO3OYXXICHUs, MOTYT IIpH
ADC-UCII-onpenenenun Se u Te moTeHIMAIBHO
BBI3BIBATh CIIEKTpaJIbHBIE ITOMeXH. Tak, Hampumep,
B I'OCT [9] ykazano, uto nipu ADC-MUCII-onpene-
meaun Se (Se I 196.026, 203.985 um) u Te (Te 1
214.281 HM) B Bode HAOMIOIAIOTCSI CIIEKTPAJIbHBIE TT0-
mexu oT Fe, Al, Ti.

B pabote [10] mpemnoxkeHa MeToaMKA OIpenese-
HUS 38 2JIEMEHTOB-IIPUMECE B BLICOKOUMCTOM MbI-
mIbsike, B ToM yucie Se u Te. YcTaHOBIEHO, YTO KO-
3¢ PULIMEHTHl YyBCTBUTEIILHOCTU JIJISI OOJIBIIMHCTBA
AHAIUTUYECKUX JIMHUN IPUMECHBIX 3JI€MEHTOB CHU-
Xarorcd nmpumepHo B 1.1—1.3 pa3za mo cpaBHEHUIO C
pacTBOpoM 0e3 MbIIIbsIKa. JIs1 ycTpaHeHUsI MaTpUd-
HBIX TToMeX Tipn ADC-UCITI-onpeneneHnn npumec-
HBIX 2JIEMEHTOB MCIIOJIb30BaJId METOIOM JOOAaBOK.

Ipennoxen [11] MHOrO3/IeMEHTHBIM aHAJIU3 TP -
meceii B Eu, Y u La metonom ADC-UCII ¢ npensa-
PUTENBbHOM ONITUMU3AIIMEii MOIITHOCTH Tl1a3MEl. Pac-
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CUYUTAH Mpeaes OOHApY:KEHUS MpUuMeceid, KOTOPbIii
g Se u Te cocrasu 1073 mac. %.

I[lprumHa pegkoro yrnoMWHaHUS B JUTEpaType
Mmetoauk npssMoro ADC-UCITI-onpenenennsa Se n Te
B METAJUTypruyecKMx OOBbeKTax CBsI3aHa CO CIIEK-
TpaJIbHBIMHU ITOMEXaMU OT IIPUCYTCTBYIOIINX B COCTA-
Be Marepuajga MaKpOKOMIIOHEHTOB, IMO3TOMY Ha
MpaKTUKe, KakK IIPaBUJIO, MCIOJB3YIOT IIpeaBapu-
TeJIbHOE OTAEJICHIE aHAJIUTOB OT MaTpUILIbl. YCIIob-
3yIOT CJIeIYIONIne CITOcO0nI oTnencHus Se u Te:

— coocaxnenue Se u Te Ha TUAPOKCUAAX METaI-
JIOB C MCIIOJIb30BaHMEM B KauecTBe KojuiekTopoB Pd
[12] unu Fe, La, Mg [13]. IIpouenypa otneneHus
aHaAJIMTOB OT MATPHUIBI C HcIoab3oBaHueM Pd [12]
noporocrosias. [TolHoTa coocaxkaeHus1 aHaJIUTOB
Ha TUAPOKCUAE MarHusl JOCTUTaeT 3HAYeHUil Gosee
95%, Tipu 3TOM ymaeTcs pa3mesIuTh aHAJUTHI U MEII-
HYI0 OCHOBY MaTepuaia [13]. OgHako mpoieaypa co-
OCaXIIeHUsI HeMpUMEHUMa MpPU OIpeneieHuu Se u
Te B MeramicomepXalleM ChIpbe, MOCKOJBbKY THII-
POKCHUIIBI METAJIJIOB CIIOCOOHBI OBITh KOJUIEKTOpaMU,
¥ IIPOBEACHNE 3TOI MpOLeAypPhl He TIPUBEALET K pa3-
JeJICHUIO aHAJINTOB Y METAJIJICOAEPKAIIE OCHOBEIL;

— COpOLIMOHHOE KOHIIEHTpUupoBaHUe Se u Te Ha
N,S-conepxammx copoOeHTax (IOJIUMEPHBIN THO-
acup u stuneHauamuH) [14]. OOHapyXeHO, 4TO
copOI1IMsl MeAr Ha TaHHOM TUIle COPOEHTOB COU3ME-
puMa c copOliveii aHaJIMTOB, YTO AT HEBO3MOX-
HbIM TpuMeHeHue coporuu npu ADC-UCII-onpe-
neneHuun Se u Te B MeabCcoaEpKaIllEM ChIPhE;

— ocaxIeHUE U OTIeJICHHEe HUKEICBOM OCHOBBI
matepuaia B Bune Ni(ClO,), ot Se u Te [15]. I1pore-
lypa TpyAoeMKa, TTOCKOJIbKY B Mpoliecce Mpodomo-
TOTOBKM TpeOyeTcs TepeoXaaanuTh MOJTyYeHHBIH pac-
TBOP U MCIIOJIb30BaTh YJILTPAa3ByKOBYIO 00pabOTKY;

— reHepauwms ruapunos SeH,, TeH, [16—19]. dns
MOIYyYEeHUS JICTKOJETYINX TUAPUIOB TpeOyeTcsT Ha-
JIM4re TUIPUIHOro reHeparopa. Heooxogumo nHTH-
OupoBaTh MHTepdepeHUUU (IIOOOYHBIE peaKlluu,
MpoTeKamwlire Mexay BocctaHoButTeaemM NaBH, u
MaTPUYHBIMU KOMIIOHEHTaMM, B IIEPBYIO O4Yepelb
MepexXoaHbIMU MeTaJIaMU )

— aKkcTpakuus Te ¢ MCOIb30BaHUEM OKTAICIIUII-
npuBuToro cuimkarens [20]. AHaJIUT OTOEIISIIOT BMe-
cte ¢ 33 ngpyrummu 3jIeMeHTaMu, B ToM unciie Fe, Al,
Cu u gp. U3-3a criekTpajbHBIX ITIOMEX OT COBMECTHO
SKCTParupyeMbIX CONYTCTBYIOIINX MaKpPO3JIEMEHTOB
nposBeneHne TouHOoTOo ADC-UCII-ananmsza mMertan-
JIyPTUYECKOTO ChIPbS HEBO3MOXHO.

Takum o6pa3oM, ¢ ydeToM TpeOOBaHUII 3KC-
MIPECCHOCTH, MUHUMM3AllM MaTepHUajbHbIX 3aTparT,
TPYIO3aTpar, MPOCTOTHl B UCIIOJTHEHUH HeoOXoaMa
pa3paboTKa HOBBIX METOIMK OJJTHOBPEMEHHOTO OIpe-
JIeJICHUS coaepKaHus Se 1 Te ¢ uCIojIb30BaHUEM CO-
BPEMEHHOTO 00OPYIOBAHUSI.

PaHee MBI MMENM YCHENIHBIIA OIBIT pa3spaboOTKU
Mmetoguk ADC-UCII-omnpenencHuss MHUKPOKOMIIO-
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HEeHTOB As 1 Sb B MeTaTyprudecKnx Marepraiax c
MpeABapUTEIbHBIM OCaXKICHUEM MaTPULIbl Pa3IYHbI-
Mu ocaautesnsiMu [23—25]. MHrubupoBaHusi cooca-
KIEHUSI aHAIMTOB B TTPOLIECCE OCAXKIEHUSI MaTPULIbI
YIQIOCTh TOCTUYb TIPU BBEIEHUU OIPENEICHHOTO KO-
JINYeCTBa KOMILIEKCOOOpasylollero areHta — (hTopo-
BOIOPOTHON KHUCIOTHL. [lpemraraeTcs MCIONB30BATDH
MMOMOOHBIN TIONXOM TIPW TTOATOTOBKE METALTyprude-
ckoro cbipbst K ADC-HUCII-onpeneaeHNo MaibIX KO-
mmuecTB Se u Te.

Lenp HacTosIIEel padbOTHI — pa3paboTKa Mpolie-
JIypbl OCAaXIEHUSI U OTAEIeHUS MaKpPOKOMITOHEH-
TOB, IIO3BOJISIIONICH MPOBOAUTL OJHOBPEMEHHOE
ADC-UCTI-omnpenencHue conepxanus Se u Te B Me-
TAJUTypru4ecKrux oopasiax.

BSKCINEPUMEHTAJIbHAA YACTb

IIpurorosieHne pacTBopoB. PacTBOpPHI IJIST HAXOXK-
IeHnss MUHUManbHbIX KoHuUeHTpanuii Fe, Ni, Co,
Cu, Cr, Mo u W, npu KOTOpbIX HaOJIIOAAIOTCS MaT-
pWYHEIEe TIOMEXM Ha CIIEKTPaJIbHBIX TUHUIX Se u Te,
TOTOBWJIM pPa30aBJI€HMEM TIOCYIapCTBEHHBIX CTaH-
JIapTHBIX 00pa3110B COCTaBa paCTBOPOB COOTBETCTBY-
ommx wnoHoB. Konnentpauus Cr(IlI), Fe(III),
W(VI), Mo(VI), Ni(1I), Cu(II), Co(Il) B aHanu3upy-
eMbIX pacTBopax coctasisuia 1, 2, 5, 10, 50, 100 u
200 mr/m, a Se(1V), Te(VI) — 1 mr/n.

PactBOpHI 1j1 pa3paboOTKU MIPOUEAypPhl OCAXKIEC-
HUSI M OTACJICHUS MaKpPOKOMIIOHEHTOB T'OTOBMIN
clIenylolM o0pa3oM: B TEPMOCTOMKME (pToporia-
CTOBBIE CTaKaHbl JOOABISUIM 15 MJI pacTBOpa MOHOB
Cr(I111), Fe(IIl), W(VI), Mo(VI), Ni(I1l), Cu(l),
Co(II) ¢ konuentparueit 10000 mr/a u 5 MJ1 pacTBoO-
pa Se(1V), Te (VI) c konnenTpauueit 50 mr/m. lodas-
s cMech Ko, HCI (15 mu, 37 mac. %), HNO;
(5 M1, 95 mac. %) u HF (ot 5 mo 25 mu, 37.5 mac. %).
IMonyyeHHBIE pacTBOPHI HATPEBaIN HA 3JIEKTPOILIUT-
Ke 1o Havaja kureHus (75°C). 3aTeM K TOJIydeHHO-
MY PacTBOpY MOPLIMSIMU MPU TTOCTOSTHHOM TiepeMe-
muBaHuU no6asisuim ot S no 30 r Na,C,0, u ot 0 1o
10 r NaF, BeimepXuBaiyv npu TeMrepaType KUTIeHUs
10 muH. Jlajee BbIMABIIMI OCAAOK OXJaXKAalu MO
KOMHATHOIT TeMIlepaTypbl, OT(OUIBTPOBEIBAIY Yepe3
GMIIBTp “Oeas JieHTa” M MPOMBIBAJIM TUCTUILIAPO-
BaHHOI Bogoii. [TomydeHHBIE TaKUM 0Opa3oM ocaji-
KM oTOpachiBaiv. GUILTPAT NEPEHOCUIN B MEPHYIO
KOJIOY 13 TIouTIponuieHa eMK. 250 M, pa3oaBiasian
JUCTUJJIMPOBAHHOW BOOAOW 1O METKU U MepeMeEIlu-
Banu. [lonayyeHHBbIE PacTBOpPBI AHAJIM3UPOBAIUM Ha
coaepxaHme KoMmnoHeHToB MeTonoM ADC-UCII.

PacTtBOpBl rocymapcTBEHHBIX CTaHIAPTHBIX O0-
pa3loB rOTOBWIM PACTBOPEHMEM IIPU HATPEBAaHUM Ha
SIIEKTPOIUINTKE HAaBECOK MaTepuajia Maccoir 1 T
(B T mapasiessix) B cMecu 15, 5, 15 mi konu. HCl
(37 mac. %), HNO; (95 mac. %) u HF (37.5 mac. %)
COOTBETCTBEHHO. 3aTeM K IIOJIyYEHHOMY PacTBOPY
MOPUMSIMHA TIPU TTOCTOSTHHOM TMEpeMEIIMBAaHUU J10-
Ne 8
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6apysiim 15 r Na,C,0, u 5 r NaF, BelaepXuBaiu 1npu
Temriepatype kunenuss 10 muH. Jlajee BBINaBIIMA
0CalloK oxJaxaaau 10 KOMHATHOI TeMmepaTyphbl, OT-
¢unbpTpoBBIBANIM 4Yepe3 GuIbTp “Oeasg JieHTa” U
MPOMBIBAJIM IUCTUIINpOBaHHOU Bopoii. IlomydeH-
Hble ocagku oTopachkiBaiv. @UIbTpaT IMepPeHOCUIN B
MEPHYIO KOJIOY M3 ITOJIUIIpoIieHa eMK. 250 mi1, pas-
OaBJISIM TUCTUJITMPOBAHHOM BOIOM 10 METKM U Mepe-
metuBany. [lomydeHHBIE pPacTBOPHI aHATU3UPOBAIU
Ha conepxaHue aHanuToB Merogom ADC-MUCII.

ITorpelrHoOCTh aHaIN3a PACCYMUTHIBAIM IO ypPaB-
HEHUIO:

0.954) = ﬁ, (1

rae { — ko3¢ punueHT CThioneHTa (111 IByXCTOPOH-
HEro pacripeieseHus ), paBHbIid 2.78 TIpu 4yuciie u3-
MEPEHU n = 5 U JOBEPUTEIBHOMN BEPOSITHOCTU P =
= 0.95; s — craHmapTHOE OTKJIOHEHUE.

OOHOBpPEMEHHO C UCCIEeIyeMbIMU DPACTBOpPaMU
TOTOBUJIM XOJIOCTBIE PACTBOPBI, COIEpKaIllne BCe
KOMIOHeHTHhI, Kpome noHoB Se(1V), Te(VI), ¢ koH-
LIEHTPALUSIMKU, AHAJIOTUYHBIMU  HCITOJb3YEeMbIMU
TP IPUTOTOBJICHUH PACTBOPOB.

YcnoBusa udmepennsa aromuoii amuccuu Cr, Fe, W,
Mo, Ni, Cu, Co, Se, Te. cnons3oBaiu ADC-UCII-
crnektpomMeTp Optima 2100 DV (PerkinElmer, CIIIA) ¢
KBapIleBoii ropenkoit. OrepalliOHHBIE ITapaMeTPhI
CIIEKTPOMETpa: BLICOKOYACTOTHAsI MOLITHOCTE — 1500 BT,
npo6onoaamuii Motok aproHa — 0.75 nM3/mumn,
BCIIOMOTAaTeJIbHBIIA MOTOK aproHa — 0.2 nM’/mumn,
I1a3M000pa3yonInii MoToK aprona — 15.0 1mM>/mumn,
CcIoco0 HaOIIOAEeHUS MJ1a3Mbl — pagualbHbINA, BBICO-
Ta HaGmoneHus — 15 MM, CKOpOCTb MoAa4Y1 pacTBopa —
0.9 mu/mMuH, Bpems pacmbuieHMs obpasua — 40 c,
YUCJIO U3MEPEHUId TMPUOOPOM OIHOU MpOOBl — 2.
I[IpuMmeHsIIM pacOBIUTENILHYIO CUCTEMY, YCTOMYM-
BYIO K aIrpeCCUBHOMY BO3IIEHCTBUIO (PTOPOBOIOPOI-
HOM KUCJIOTBHl. AHAJIUTUYECKUE CIIEKTPaJIbHBIC JIN-
Huu: Se 1 196.026, Se 1 203.980, Se 1 206.279, Se 1
207.479, Te 1 214.281, Te 1 200.202, Te 1 208.116, Te I
214.725, Te 1 238.326, Fe 1 302.107, Cr II 206.158,
WII 207.912, Mo II 202.031, Ni II 231.604, Co 1I
228.616 u Cu 1 327.393 um.

I'panyupoBka cnektpomerpa. PacTBophl mis rpa-
IYUPOBKU CIIEKTpOMETpa TOTOBUJIU pa3baBlieHUEM
TrOCYJapCTBEHHBIX CTaHAAPTHBIX 0Opa3lloB COCTaBa
pactBopoB noHoB Cr(I1I), Fe(IIl), W(VI), Mo(VI),
Ni(II), Cu(1l), Co(II), Se(IV), Te(VI). I1pu sToM B
HUX J00aBJISIIA aIMKBOTHI XOJIOCTOTO pacTBoOpa Tak,
YTOOBI KOHLIEHTPALIMY KUCJIOT, KOTOPBIE COIEPXKATCS
B XOJIOCTOM PacTBOpe, COOTBETCTBOBAIN UX KOHIIEH-
TpalMsIM B aHAJTU3UPYEMBIX pacTBOpaXx.

PE3VYJIBTATbI 1 UX OBCYXIEHMUE
WN3yyenue MATPUYHBIX CHEKTPAJbHBIX NMOMeEX MpPH
ADC-UCII-onpeneieHuH cejieHa | TeJTypa. B xaye-
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CTBE MaTPUYHBIX SJIEMEHTOB [UISI UCCIEAOBAHUI BbI-
opansbl Fe, Ni, Cr, Mo, Co, Cuu W, Tak Kak 3TH 3Jie-
MEHTHI SIBJIISIOTCSI OCHOBHBIMU KOMITOHEHTAMU CTa-
JIEl, MEIHBIX, METHO-HUKEJEBBIX CIUIABOB, PYAHOIO
CBHIPbS M MOT'YT OKa3aTh HEFaTUBHOE BIIMSIHUS HA TOY-
HOCTb OIIpeAcIeHUs MayIbix KojimuecTB Se u Te.

B Ta6x. 1 nmpencraBiaeHBI HanbOOJIEe YYBCTBUTEIb-
HBIE CIIeKTpaJibHbIe MTMHUM Se 1 Te, 3adpMKcupoBaH-
Hble Ha ucrnoabdyeMmom ADC-UCII-cniekTpomeTpe, a
TakKe cBeleHUs o Melawpoimux sjaeMeHTax Fe, Ni,
Cr, Mo, Co, Cuu W.

KpurtepueMm nposiBiieHUus CieKTpajJbHbIX [TIOMEX U
BJIVISIHUS IPYTUX (DaKTOPOB (Hartpumep, pU3NISCKIX —
M3MEHEHUS BI3KOCTH pacTBOpA 1 IP.) CYUTAIU yBJIe-
yeHue 0oJjiee YeM Ha 3% MHTEHCUBHOCTH CIIEKTPaib-
HOM JIMHUM aHAJIUTOB B IIPUCYTCTBUU MaKPOKOMIIO-
HeHTa (B ucrnonbdyeMoM ADC-UCII-cnekTrpomeTpe
npremMJieM pa3dpoc 3HaueHuit curHaa 10 2%). Ecin
OLIEHKA cOocCTaBisia MeHbIEe 3%, TO OHA CYUTAJIACH
He3HaunTeNbHOI. B Tabn. 2 mpencraBiaeHBl KOHIIECH-
TpallMM MaTPUYHBIX 3JIEMEHTOB, NP KOTOPBIX Ha-
OrogacTcs yBeJMUeHHME WMHTCHCUBHOCTM CUTHAaja
aHAIMTUYeCKMX JuHUM Se n Te (KoHlLleHTpanus Se 1
Te B pacTBOpe cocrtasisuia 1 mr/i). B kauecTBe npu-
Mepa Ha puc. 1 IpencraBiieHbl aHAIUTUIESCKHE CIICK-
TpaJIbHBIe JIMHUK Se 1 Te B OTCYyTCTBUE U B IPUCYT-
ctBun Fe. B HauMeHblleil cTenneHn BeJIMYMHA WH-
TEHCUBHOCTU uU3MeHsaeTca Ha TuHuax Se 1 196.026 u
Te I 214.281 am (Tabi. 2), IO3TOMY MX BhIOpaIN I
NaJbHEUIIMX UCCIIEJOBaHUMA.

IIpouenypa ocaxaeHus U OTAEJIEHHA MAKPOKOMITO-
nenroB Fe, Ni, Cr, Mo, Co, Cuun W ot Se, Te. B xaue-
CTBE OCaaUTEsIeil MCIOJB30BAIM OKcajaT HaTpus
(Na,C,0,), mNO3BOJSIOIIUNA ONHOBPEMEHHO Oca-
xmathk Co, Ni, Cu (cMm. ypaBHeHus (2)—(4)), u ¢pro-
pun Hatpus (NaF), ocaxmarommuii Fe, Cr B onpene-
JIEHHBIX ycnoBusx (ypaBsHeHus (5), (6)) [23, 25]:

Na,C,0, + Ni’* = NiC,0,{ + 2Na", Q)
Na,C,0, + Co”* = CoC,0,) +2Na", (3)
Na,C,0, + Cu** = CuC,0,! +2Na", 4)
Fe’* + 6NaF = Na,FeF,| + 3Na", (5)
Cr’* + 6NaF = Na,CrF,| + 3Na". (6)

HpenBapMTeanme Hncciaea0oBaHus 1nmokasajaum, 4To
HCIoNIb30oBaHKe ocanuteliss NaF no3Bojsger yacTuu-
HO ocaxnaTb W 1 Mo, BeposITHO, B pe3yJibTaTe 00pa-
30BaHUS CISAYIOLINX coeauHeHuit [29, 30]:

W +8NaF = Na,WF,| + 6Na", (7
Mo®" + 8NaF = Na,MoF, + 6Na". 8)

HMccnenoBanu ocaxiaeHUe MaKpPOKOMIIOHEHTOB
Fe, Ni, Cr, Mo, Co, Cu u W okcaiaroM HaTpus 6e3
JIOTMIOTHUTEIBHOTO UCITOJIb30BAHUS U C UCTIOJIb30Ba-

2021
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MAMOPOBA u np.

Taomma 1. CorocraBieHNe IIMH BOJIH aHAJIMTUICCKUX JIMHUI aHAJIMTOB 1 JIMHUI MEIIAIONINX 3JICMEHTOB

AHanuTnyeckas
P — CIIeKTpaJibHasI Koppexiust AHanuTHU4ecKas
CTIeKTpaTbHAS HIS OtHocutenbHas | Koppekiust ¢poHa JIMHUS doma CHeKTpaIbHast IMHUS
AHANTA, HM WHTCHCUBHOCTD (cieBa), HM MEIIAIOIIETO (cripaBa), HM MEIIAOIIETO AIEMEeHTa
3j71eMeHTa (CIeBa), (cripaBa), HM
HM
Se 196.026* [26] 500 [26] 196.005 Fe 1196.014 [27] 196.050 Co 1196.040 [28]
Cr 1l 196.025 [27]
Se 203.980 [26] 500 [26] 203.907 W I 203.980 [26] 204.023 Cr11203.990 [28]
Cr1203.930 [28]
Te 1203.979 [28]
Se 206.279 [27] 40 [27] 206.247 W1206.277 [27] 206.314 WI1206.311 [27]
Cu 11 206.249 [29]
Cr I1206.225 [26]
Se 207.479 [26] 500 [26] 207.435 WII 207.463 [26] 207.523
Mo I1 207.465 [26]
Ni I207.458 [28]
Te 1207.474 [26]
Te 214.281 [26] 7400000 [26] 214.268 Ta I1 214.252 [26] 214.315
Te 1214.275 [26]
WII 214.251 [27]
Te 200.202 [26] 530000 [26] 200.160 Ni 1200.182 [26] 200.227 Mo 11 200.212 [26]
Te 208.117 [26] 340000 [26] 208.073 Te 1208.103 [26] 208.159 W1208.139 [26]
Fe 11 208.091 [26]
Ni 1T 208.084 [26]
Co 1208.104 [27]
Te 214.725 [26] 190000 [26] 214.649 W1214.690 [26] 214.794 WII 214.731 [26]
Mo 11 214.780 [28]
Fe I1 214.704 [28] NiI214.780 [28]
Co 11 214.697 [28] Fe 11 214.772 [26]
Fe 1214.671 [28] Mo 11 214.766 [28]
Cu II 214.698 [27] Co 11 214.739 [26]
Cr11214.719 [27] Mo II 214.751 [27]
Te 238.326 [26] 930000 [26] 238.276 W 1238.320 [26] 238.376 Cr1238.333 [26]

Mo 11 238.306 [27]
Fe 11 238.305 [27]
Fe 11 238.289 [27]
Fe 11 238.324 [26]

Co 11 238.345 [27]
Mo 1 238.352 [27]
W 11 238.354 [27]
Mo 11 238.337 [26]

* J[ImvHa BOJIHBI B najibHeil Y M-006J1acTH yKa3aHa ISl BO3IYIITHOMN CPeIbl.
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I[MTPOLEAYPA OCAXIEHNA MAKPOKOMITOHEHTOB 695

aneM NaF. Puc. 2. mmmoctpupyeT OTHOCHUTEIBHOE
coliep>kaHue MaKpOKOMIIOHEHTOB B XKUIKOM (ase
rocJjie Ipoleaypbl ocaxaeHus1. Kak BUAHO, TIpu UC-
nosib3oBaHuu TobKO Na,C,0, (oT 5 10 15 r) Habt0-
JIaeTcs MpakTuyecku mnojiHoe ocaxkaeHue Ni, Co u
Cu. [To-BUAMMOMY, B 3TUX YCIOBUSIX IJIsl OCAXKICHUS
Fe u Cr Hegocrarouno noHos Na™ u F~, nmpucyrcrsy-
IOIIMX B PacTBOpPE BCJEACTBHE BBEOCHUS PEarcHTOB
Na,C,0, u HF. I1pu atom ocaxnenue W u Mo mipo-
UCXOOUT B He3HAUMUTENIbHOI cTeneHu (puc. 2a). Ho-
MMOJTHUTEIbHOE BBEACHUE IIPU OCAXKICHUU MaKpO-
koMnoHeHTOB 10 5 r NaF (MoabpHOE cooTHOIIeHMe
NaF : Na,C,0, = 1) npuBOAUT K MOJHOMY YAAJIEHUIO
XeJie3a u3 pactBopa (ogHoBpeMeHHO ¢ Co, Cu u Ni).
I1pu 3TOM HabIMOmAETCSI HEIIOJTHOE OCaXKICHUE XPO-
Ma (B pacTBope octaeTcst 1o 40 oTH. %), 1 MpaKTUye-
CKM OTCYTCTBYeT 0Opa3oBaHUE TPYIHOPACTBOPUMBIX
coequHeHn Ha ocHoBe W 1 Mo, 0 4eM CBUIIETEIIb-
CTBYET MX BBICOKOE€ OTHOCHUTEJIBLHOE COAep>KaHUE B
pactBope (puc. 20). BBeneHue rpu ocaxkaeHUM MaK-
pokoMItoHeHTOB 6ojee 5 T NaF (MoinpHOE cOOTHO-
meHre NaF/Na,C,0, > 1) BeaeT K yBeTUUCHUIO KOH-
LeHTpauuii BaHaausupyeMoM pactsope Co, Cuu Ni.
BeposiTHO, 3TO CBsI3aHO C ITPOTEeKAaHUEM KOHKYPUPY-
OIINX peaknouii oOpa3oBaHUS (QTOpPCOIEPKAIINX
0CaJIKOB 3TUX 3JIEMEHTOB, YaCTUYHBIM UX PacTBOpE-
HUeM (B Kucioit cpeae mpu pH = 1) u mepexomom B
aHaIM3UpPYyeMBbIil pacTBOp (cM. ypaBHeHU: (9)—(11)):

NiC,0,! + 2NaF = NiF,! + Na,C,0,,  (9)
CoC,0,! + 2NaF = CoF,{ + Na,C,0,,  (10)
CuC,0,4 + 2NaF = CuF,{ + Na,C,0,.  (11)

Takum o6pa3zoM, B OINTHUMAJIbHBIX YCIOBUSIX
(MosibHOe cooTHolieHne NaF/Na,C,0, = 1) noiaHoe
ocaxneHne HabmopaeTcsa Toiibko s Fe, Ni, Co,
Cu, nosatomy ADC-UCII-onpeneieHre MaJIbIX KO-
mmuecTB Se 1 Te BO3MOXHO B MaTepranax, coaepxkKa-
munx MakpokommdecTBa Fe, Ni, Co, Cu n HebobIIe
konuyecTBa Cr, Mo, W (MakcumalibHble KOHIIEHTpa-
1M1, IPU KOTOPHEIX BO3MOXHO TOYHOE OIpeAeieHIe
aHaAJIMTOB, IIPUBEACHBI B Ta0. 2).

Bansnue ¢ropoBoaopoaHOii KHCJIOTBI HA COOCa-
XKnenue Se, Te nmpu oTAEIeHUH MATPUYHBIX JJIEMEHTOB
Fe, Ni, Co, Cu. Panee ycranonneHo [23, 25], 4To miIst
VHTMOMPOBAHMS COOCAKICHMS MATbIX KOJIMYECTB AS
1 Sb Ha ocagkax MakKpOKOMIIOHEHTOB HEOOXOAUMO
MIpeaoTBpaIlaTh NepeCHIICHUE pacTBOpa U HUBEIM-
poBaTh IIporecc OoOpa3oBaHUS OOJBIIOTO KOJIMYE-
CTBa 3apOJblIleii KPUCTAJJIOB BO BpeMsl (hOpMUPOBa-
HUSI OCajKa, TeM CaMbIM YKPYITHSISI MX M YMEHBbIIIas
KOJIMYECTBO MUKPOIOP U YIEJIbHYIO ITOBEPXHOCTb.
Db dEKTUBHBIM CITOCOOOM TTOHWKEHUST KOHILIEHTpa-
M OcaXkaaeMoro MoHa (IpenoTBpalineHue a¢ppekra
MEPECHIIIEHUST PacTBOpPa) SIBJISIETCSI CBSI3bIBAaHUE €TO
B KOMILJIEKCHOE COEIMHEHUE CpeaHell TPOYHOCTH.
B Hammewm ciryyae 1uraHmoM MOXKeT OBITh (PTOpOBOIO-
poIHasl KMCJIOTa, YCIEIITHO UCIIOIb3yeMasl B paboTax

KYPHAJI AHAJIUTUYECKOU XUMUHUU  Tom 76

Ne 8

Tabmuma 2. MuHuMmanbHble KOHLeHTpauuu (mr/in) Fe,
Ni, Co, Cu, Cr, Mo u W B pacTBope, IIp1 KOTOPbIX HA0I10-
JaeTcs U3MeHeHe MHTEHCUBHOCTY JIMHMH Se u Te

AHanutnyeckas
crnektpaibHast | Fe | Ni | Cr [ Mo | Co | Cu | W
JIMHUS, HM

Se 196.026 100| 200( 100| 200(>200| 200| 100
Se 203.980 100 100 10| 100(>200| 100| 100
Se 206.279 >200| 200| 100{ 200| 200| 100| >50
Se 207.479 200 100 100f 50| 200| 100| 50
Te 214.281 100 100| 200| 200(>200| 200| 200
Te 200.202 100| 200 50| 100| 100| 50| 100
Te 208.116 100 200| 100| 100| 200| 100| 100
Te 214.725 100| 200( 10| 50| 100| 50| 50
Te 238.326 10 100| 10| 10| 10| 50| 10

[23, 25] nnss MTHTMOMPOBAHUSI COOCAXKIECHUST aHAIU-
TOB.

MccnenoBain MTHTMOMpPOBaHUE COOCAXKIECHUS Se,
Te nipu ocaxkneHUU U OTACIACHUU TPYIHOPACTBOPHU-
Mbix coenuHeHnii Fe, Ni, Co u Cu (puc. 3). YBenu-
YeHMe B YCIOBUSIX IKCIIepUMeHTa 00beMa (hTOPOBO-
JTopomHOoi KucioTsl ¢ 10 1o 15 M (MoIbHOE COOTHO-
menue HF/(Na,C,0, + NaF) > 1) mnosBossier
MOJIHOCTBIO OCATUTh MAaKPOKOMITIOHEHTHI M CYIIe-
CTBEHHO MHTMOMPOBATh ITOTEPIO AaHAJIMTOB U3 aHAIU-
3upyeMoro pactBopa. OTHOCUTEIbLHOE COIepKaHUe
Se u Te B pactBope Gosiee 95%. I1pu nocnenyoieM
YBEJIMYECHUM B YCJIOBUSIX 3KcHepruMeHTa oobema HF
¢ 15 mo 25 MJI He IPUBOIUT K CYIIIECTBEHHBIM HM3Me-
HEHUSIM, PACTBOPEHMUS OcajKa He IIPOUCXOINT.

Ha puc. 4 mpuBeneHs! aHamuTHYecKue TUHUY Se |
196.026 u Te 1 214.281 HM 10 U MOCJE OTOECICHUS
MmakpokomIiioHeHTOB (Fe, Ni, Co u Cu) ¢ moMmol1pio
Na,C,0, u NaF B npucyrctsun HF (MonbHOE cooT-
HoumieHue NaF/Na,C,0, = 1, HF/(Na,C,0, +
+ NaF) > 1).

PazpaboranHas mpolenypa ocaxkaeHusT OOJIbIINX
konuuectB Fe, Ni, Co u Cu ¢ nomoisio Na,C,0, u
NaF B npucyrctBur (TOPOBOIOPOIHON KHUCIOTHI
MO3BOJISIET UHTMOUPOBAaTh COOCAXKAEHNE aHAIUTOB U
B MaKCHUMaJIbHOW CTEeNeHU HUBEIUpPOBaTh CHEK-
TpaJibHbIE€ TIOMEXM Ha WX aHAJIUTUYECKUX JIMHUSX
(puc. 4).

Takum oOGpa3om, MpuU OTIEJIEHUU MaKPOKOJIU-
yecTB Fe, Ni, Co u Cu c nomomsio 151 Na,C,0,u 5t
NaF (NaF/Na,C,0, = 1) a1 MakCUMaJIbHOTO UHT U -
OupoBaHUs coocaxkneHuss Se u Te B mpoiiecce He0O-
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Puc. 1. Ananutuyeckue cnekrpaibHbie nuHun Te 1 214.281 (a), Se 196.026 um (6): (/) rpamyrpoBouHbIii pacTBop Te, Se —
1.0 Mr/n, B npucyrctBuu Fe ¢ konueHTpauueii 1 (2), 2 (3), 5 (4), 10 (5), 50 (6), 100 (7), 200 (&) mr/n.

xoaumo BBeneHue ot 15 mo 25 ma HF ¢ koHueHTpa-
mueit 37.5 mac. % (HF/(Na,C,0, + NaF) > 1).

OnnospemenHoe ADC-UCII-onpenenenue Se u Te
B METAJLIyPrUYecKuX Marepuanax. /st sKcriepuMeH-
TaJIbHOW TpOBepKU APOEKTUBHOCTU MNPUMEHEHUS
HaMIeHHBIX YCIOBUI MHIMOMPOBaHUS Mpoliecca co-
ocaxneHus Se u Te npu otnenenuu ot Fe, Ni, Co u
Cu (mombHOe cooTHowmeHue NaF/Na,C,0, = 1,
HF/(Na,C,0, + NaF) > 1) ucnoJsb3oBanu rocynap-
CTBEHHbIE CTaHJAPTHBIE 00pa3llbl cOCTaBa KOHIIEH-
Tpata MegHoro (A2371x), daitHiTeliHa MeTHO-HU-
keneporo (I'CO 9315-2009 ®IIIT-42), meau yepHO-
Boit (I'CO 7833-2000 MY-9), cTanu aerupoBaHHOI

KYPHAJI AHATUTUUYECKOM XUMUU

(I'CO 1193-93IT C39r) u cranu yraepoauctoii (I'CO
2035-84I1 C48a) (Taba. 3). [Ipouenypa nmpodonoaro-
TOBKM CTaHIApTHBIX 00pa3iioB K ADC-UCII-ompe-
neneHuto Se u Te, BKITIoYaloIast paCTBOpeHMUE B TIpU-
cyrctBun HF, ocaxnmenue u oTnelieHre MelIalonX
2JIEMEHTOB, OTIMCaHa BHIIIE B “DKCIIEpUMEHTAJILHOMN
qactu”.

MaccoBsle goiu Se u Te, HalimeHHbIE B CTaHIAPT-
HBIX 00pa3lax, IIPaKTU4YeCKH BO BCEX CITydasix COBIIa-
AT B Ipeaesax caydailHOM MOrpelIHOCTU C aTTe-
CTOBaHHBLIMM 3HAYCHUSIMU. Pa3zHuUIIa MEeXIy aTTeCTO-
BaHHBIMY W HaliIEeHHBIMU coepKaHusIMU Se 1 Te He
TIIpeBHIIIIAET HOPMATUBOB, MTPUBEICHHBIX B COOTBET-
Ne 8
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Puc. 2. 3aBUCMMOCTY OTHOCHUTEJILHOTO cofepxkaHus (oTHocuTebHO ucxoaHoro) Fe, Ni, Cr, Mo, Co, Cu u W B xxunkoii aze
1ocJje OTAEJIEHUs OcanKa OT MacChl BBEIEHHbIX ocaauTeeil: (a) — Na,C,0,4 6e3 NaF; (6) — NaF, 15 r Na,C,0,4. O6seMm HF

15 M (37.5 mac. %).

Tab6auna 3. Pe3ynbraThl onipenesieHrs CoaepKaHusl ceJieHa U TeJITypa B CTaHAAPTHBIX 00pa3liax MeToI0M aTOMHO-3MUC-
CHOHHOM CIEKTPOMETPUHU C MHAYKTUBHO CBSI3aHHOM MJ1a3MOi

CraHmapTHBI oOpa3elr Se Te
aTTECTOBAHO HalaeHo aTTECTOBAHO HalaeHo
I'CO 7833-2000 0.061 = 0.005 0.059 £+ 0.009 0.0203 £0.0025 | 0.0197 £ 0.0034
MY-9
I'CO 9315-2009 0.0282 £ 0.0007 | 0.0270 £ 0.0045 — —
DIIT-42
COIT 2371-94 0.038 = 0.001 0.039 £ 0.004 0.005 £ 0.001 0.005 £ 0.001
A2371x
I'CO 1193-93I1 0.213 £ 0.004 0.211 £ 0.011 — -
C39r
T'CO 2035-84I1 0.201 £ 0.003 0.196 + 0.022 — —
C48a
JKYPHAJI AHAJIUTUYECKON XUMUU TOM 76 Ne 8 2021
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25 1 100

(¢p/cp), Fe, Ni, Co, Cu, %
(cp/cO)s Se, TC, %

V(HF), mn

Puc. 3. 3aBUCMMOCTH OTHOCUTEJIBHOTO COJEPXKAHMS DJIEMEHTOB B XXUAKOM (a3e (OTHOCUTETBbHO UcXoaHOro) ot oobema HF
(37.5 mac. %) nocne otaeneHus1 ocanka peareHTamMu Na,C,04 u NaF.
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Puc. 4. AHauTyeckue criektpaibHbie TuHUU Te [ 214.281 (a), Se 1 196.026 HM (6) B pacTBOpax 6e3 OTIEeICHNST MAKPOKOMITO-
HeHTOB ( /), TTocjie mMpoleayphl OCaKICHUS MaKPOKOMITOHEHTOB B ITPUCYTCTBUY (DPTOPOBOIOPOIHOM KUCTOTHI (15 M1, 37.5 Mac.
%, 5 T NaF, 15 NayC,04) (2), (3) rpanynpoBOYHBIi pacTBOp ¢ KoHLeHTpauueit Se u Te 1 Mr/m.
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I[MTPOLEAYPA OCAXIEHNA MAKPOKOMITOHEHTOB

ctByromnx 'OCTax. IlonmydeHHBIe pe3yabTaThl IO-
Ka3bIBaloT 3((PEeKTUBHOCTh MPEII0XKEHHON METOIU -
ku onpenesieHus Se u Te. [1penen oOHaApYyKEHUS Cpyipy
aHAJIMTOB MpPU OTAEICHUU OT MakKpokojmyecTB Fe,
Ni, Con Cucocrasmi 1 x 103 mac. %. TouHas oueH-
Ka METPOJOTUYECKUX XapaKTePUCTUK METOMUKU
TUIAaHUPYETCS TIPU ee aTTecTalluM Iocjie Habopa He-
00XOIMMOr0 KOJIMYECTBA CTATUCTUYECKUX JaHHBIX.

Paboma ewvinosnena 6 pamxax lTocydapcmeennoeo
sadanus UMET YpO PAH c ucnoavzoeanuem obopy-
dosanuss  yeHmpa  KOAAeKMUBHO20  NOAb308AHUS
((J/paﬂ _M’)‘
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