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lannuit SBaseTcs peaKuM 2JIEMEHTOM U OTHO-
CUTCS K YKCIIy PACCEeSIHHBIX, TIOCKOJIbKY IIpaKTH4e-
CKM He 00pa3yeT cOOCTBEHHBIX MUHEPAIbHBIX (a3,
3a UCKJIIOYEHUEM HEKOTOPBIX OYeHb PEIKUX MUHE-
pajioB, ¥ HAXOOUTCS B IIPMPOIE B OCHOBHOM B BUIE
npuMeceit B mopomax M MuHepanax [1]. TIamaui
BOCTPE0OOBaH B BBICOKOTEXHOJOTMIHBIX OTPACIISIX
MIPOMBIIIICHHOCTH, TAKMX KaK 3JIEKTPOHHAs IIPO-
MBIIUIEHHOCTD, SHEPreTUIeCcKue, Ja3epHble U Me-
IULIMHCKAE TeXHOoJIornu [2, 3].

CrutaBel Ha OCHOBE HUKENd M Keieda (TIpe-
LIM3MOHHBIC HUKEJIEBBIC CIUIABHI, JIETUPOBAaHHAs
¥ BBICOKOJIETUPOBAHHAs CTajib) Ojarogapsi CBOMM
MIPEBOCXOOHBIM  BBICOKOTEMIIEPAaTypPHBIM  CBOM-
CTBAaM B COYETAHUM C KOPPO3MOHHOI CTOMKOCTBHIO
IIMPOKO MCHOJIB3YIOTCSI B PEAKTUBHBIX M Ia30Typ-
OMHHBIX IBUTATENISIX, Te TPeOyeTCsl BEICOKAs IPOoU-
HOCTh TP BBICOKMX TeMItepaTypax [4]. KadgecTtBO
3TUX CILIAaBOB 3aBUCUT B 3HAUYUTEIBHOM CTEIICHU
OT KOJIMYECTBA IIPUCYTCTBYIOIINX MHKPOS3JIEMEH-
TOB, IIOCKOJIBKY OHM MOTYT C€pbEe3HO BIMSThH HA Me-
XaHMYeCKre M (pU3NIEeCKUe CBOMCTBA MaTepHaa.
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Tak, IpUCYTCTBUE TAIUIUSI U €T0 COSOUMHEHUMN MO-
JKeT IMPUBECTH K MPEXIECBPEMEHHOMY Pa3pyIIeHUIO
CIJIaBOB Ha OCHOBE 3KeJie3a U HUKes [S].

B OonblIMHCTBE cllydyaeB Tajuldii COOEPXXUTCS
B CIUIaBaxX B BUAE MHKPOIIPUMECH C COAEPKaHUEM
OT TBICSIYHBIX OO COTBIX HOJIeii IpoIeHTa (IO Mac-
ce), HO CYIIECTBYIOT CILIABBI C COMEPKAHNEM TaJUIUsI
Ha YPOBHE IECATUTHICSTYHBIX MO IIPOLICHTA.

B Hacrosiee BpeMsi oIpeaeieHre ConepKaHus
TaJuIis B CIUIaBax 1M KOHIIEHTpAaTax perjiaMeHTHpY-
eT rocymapcTBeHHBIMHN craHgaptamMu (I'OCTamn)
[6, 7], B KOTOPBIX AJisl aHAJIK3a MCIOJIB3YIOT METO-
IIBI CTIEKTPOGOTOMETPHH, AaTOMHO-a0COPOLIMOHHOM
criekTpomeTpun. IIpemioxeHHbIe cieKTpodoToMe-
TPUYECKNE METONUKU OIIPEHeICHMUST COOCPKAHUS
TaJUIHSI TPYAOEMKH, IIPEAIIONararoT UCIIOIb30BaHIE
OpPTaHMYECKMX PaCTBOPUTEIICH, TaKMX KaK OyTuja-
eTat 1 6EH3011.

Hns ompeneneHus] TSl B IIPUPOTHBIX BO-
Iax, YIJISIX, TOPHBIX IOpodax, CIIaBaX MCITOJIb3Yy-
IOT CIIeKTpajbHbIe METONbl aHajn3a, TaKue Kak
aTOMHO-a0COpOLIMOHHAsI CIIeKTpoMeTpust [8, 9],
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MAacCC-CIIEKTPOMETPUSI C HHIYKTUBHO CBSI3aHHOI
mrazmoin (MC-UCII) [10—12], aToMHO-3MHUCCH-
OHHasl CIIEKTPOMETPUS C MHAYKTUBHO CBSI3aHHOM
mwra3moit (ADC-UCII) [13, 14].

OgHUM U3 YYBCTBUTEJIBHBIX METOHOB OIIpEle-
nenns ramnms aassetcs MC-UCITI. B pa6ore [10]
omnpenensiv cogepxanue Ga, Ge, As 1 Se B cepTu-
(puIpOBaHHBIX CTAHIAPTHBIX 00pa3liax HUKEJIEBBIX
CILIaBOB, MUKPOJIETUPOBAHHBIX PEAKO3EeMEIbHBIMU
metamnamu, merogoMm MC-UCII. Ilpenen obHaApy-
XeHus rajumms coctaBun 2 X 1076 mac. %. OngHako
aBTOpPBI OTMEYAIOT, YTO Ha Pe3yJbTaThl OIlpeaesie-
HUSI MUKPOIIPUMECE MOTYT BIUSTH CIIEKTPaJIbHbIE
nHTep(epeHIINM, KOTOPhIe B JTaHHON paboTe Mpe-
JIOXKEHO YCTPaHSITh C TOMOIIBIO YPpaBHEHUM MaTte-
MaTudeckoit koppekunu. CTOUT OTMETUTD, UYTO HC-
nons3oBanme MC-UCII He Beerpa mpencraBisieTcs
BO3MOXHBIM, B TOM YMCJI€ BCJICACTBHE BBICOKOI
CTOMMOCTH 000PYIOBaHMUSI.

Panee HamMu yCTaHOBJIEHO, YTO aHAJIUTHYE-
cKue crekrpaibHble nuHuM raumst Ga 1 294.364,
Ga 1403.298, Ga I 417.206 nonBepXeHbl HAUMEHb-
IIeMy CHEKTpaJIbHOMY MAaTPUYHOMY BIIMSTHUIO
ot MakpokoMnioHeHTOB (Fe, Cr, Mo, W, Ni u Co)
npu ADC-UCII-onpeneneHnn TaJlIis B METAITyp-
rudeckux Matepuainax [15]. B taba. 1 conocraBiaeHbl
IUTAHBI BOJIH aHAJTUTUIECKUX CIIEKTPaIbHBIX JIMHUN
TAJUIMSI U pacCMaTpUBaeMbIX MaKpOKOMIIOHEHTOB
[16—18].

I ycTpaHeHHMSI MAaTPUYHBIX BIUSIHUM U CHU-
JKEHUSI TIpeneaoB OOHAPYXKEeHMS TajuIus B pa3imi-
HBIX 00BEKTax, KaK IPaBUJIO, UCIIOIb3YIOT METOIBI
pa3ngeneHus] M KOHIEHTPUPOBAHMUS — KUOKOCT-
HO-XXMIKOCTHYIO SKCTpaKIuio [8, 19], akcTpaKkInio
Toukr TToMyTHeHUd [20], TBepmoda3Hylo 3KCTpaK-
oo [21], coocaxmenne [22].

Taxkum o6pazom, HECMOTpPSI Ha IIPOIrPecC B OCHA-
IIEHUM aHAIMTUYISCKUX JIabopaTtopuil mpubopaMu
(ADC-UCII-, MC-UCII-, AAC-crieKTpOMETpHI),
CYILIECTBYET HEOOXOOMMOCTH Pa3pabOTKU YHHBEp-
CaJIbHOM, IIPOCTOM, SKCHOPECCHON M S3KOHOMMWYHON
MPOLEnypPhl IIPEABAPUTEIIFHOIO OTASICHMS TaJINS
OT OCHOBHBIX KOMIIOHEHTOB METaJLTypTUYECKIX
MaTepuajaoB (IIpelu3nOHHbIE HUKEICBBIC CILIABHI,
JIETUPOBAHHAsI ¥ BEICOKOJIETUPOBAHHASI CTAlIb).

Panee HaMK MIPEII0XKEHBI METOIVKH
ADC-UCII-omnpeneneHNST MUKPOKOMITOHEHTOB AsS,
Sb, Se, Te B MeTaJUTypru4ecKMX MaTepurajax ¢ Ipe-
BapUTEIbHBIM OCAXICHUEM MATPHULBI pPa3IddHBI-
MU ocaguTensiMu [23—26]. JaHHbIH 1TOAX0H MOXET
OBITh MCIIOJIB30BaH IIPU MOATOTOBKE METaJLIypIri-
yecknx marepmaioB K ADC-UCII-onpeneneHnIo
TaJUIHSI.

Lenp HacTosIeil paboThl — pa3paboTka Mpo-
LHeayphl OCAXICHWS M OTIEJICHHS MaKpOKOMIIO-
HeHTOB, To3Boysiomeit mpoBoanTs ADC-UCII-
oIlpenelIeHHE COIep:KaHMSI TaJIINS B IIPEIIN3NOHHBIX
HUKEJIEBBIX CIUIaBaX, JIETMPOBAHHBIX M BBICOKOJIE-
TUPOBAHHBIX CTAJISIX.
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OKCITEPUMEHTAJIbHAA YACTb

Pearentsl 1 00beKkTHI MccaenoBanus. s mpu-
TOTOBJICHUSI PacTBOPOB  HCIIOJIL30BaJl  COJH
FeCl;-6H,0, CrCl;6H,0, Na,Mo0,2H,0,
Na,WO0,2H,0, NiCl,,6H,0, CoCl,;:6H,0 4. n. a.
PactBopel mns rpamynpoBku ADC-UCII-criex-
TpOMeTpa  TOTOBWIM  pa30aBIeHHMEM  CTaH-
JApTHBIX OOpa3l0oB COCTaBa pPacTBOPOB MOHOB
Ga(III) (1000 mxr/mn), ¢dou — 7 %-Hass HNO,,
Fe(11I) 'CO 7766-2000, Cr(I111) TCO 7257, Mo(VI)
I'CO 8086-94, W(VI) MCO 0542:2003, Ni(1I) r'CO
7265 u Co(I1I) 'CO 7268, Na(I) I'CO 7474, F(I) I'CO
7261. WUcnonb3oBaay rocymapcTBEHHbIE CTaHIAPT-
HBle 00pasnbl (CO) crutaBoB Ha HUKEIEBOH OCHO-
Be TunmoB XH62MBKIO (H13r), XH65MB (H12B),
BBICOKOJIETUPOBaHHYIO cTanb Thna IIXH28MJIT
(MCO C66).

IIpurotroBienne pacrBopoB. PacTBopbl s
pa3pabOTKU METOOVKM OCAXICHUS U OTIEICHMS
MaKpPOKOMIIOHEHTOB TOTOBWJIM IIO npouyedype I
B TEPMOCTOIiKMe (DTOPOILIACTOBBIE CTaKaHBI HO-
6aBmsin 15 M pactBopa moHoB Fe(I1l), Cr(III),
Mo(VI), W(VI), Ni(Il), Co(Il) ¢ xoHLEHTpaLMeit
10 000 mr/m u 5 M1 pactBopa nonoB Ga(lll) ¢ koH-
nentpanueit 50 mr/n. Jdoo6asasm 20 v konu. HCI
(5 m, 37 mac. %), HNO, (15 mn, 95 mac. %) u HF
(ot 1 mo 15 mu, 37.5 mac. %). I[lony4eHHBIE pacTBO-
pel HarpeBanm no Hadama kureHus (7= 75 °C).
Hust otnenenns marpusl ipu pH 0—1.8 mo naan-
KaTopHoOU Oymare cHayaja moBomwin pH mo 3Ha-
yeHUs B amamazoHe (0—2.0, mpmimBasg MOpUUSIMU
IIpY IOCTOSIHHOM IlepeMelnnBaHuu 2 M pacTBop
NaOH, 3aremM K MOJIy9eHHOMY PacTBOpPY ITOPISI-
MU IIpA MOCTOSTHHOM II€peMeIINBaHUM 100aBIIsUIN
ot 0 1o 15 r NaF, BeinepskuBanu 10 MuH. BermaBmmii
0CaloK OT(UILETPOBBIBAIM 4epe3 (puiIbTp “Oenas
JeHTa”. OuibsTpar NepeHOCUSIM B MEPHYIO KOJIOY
3 monumponmieHa eMkK. 250 ma. Ocagok pacTBO-
psiii Ha GUIBTPE C IOMOIIBIO XJIOPOBOIOPOTHOM
(8 M, 37 mac. %), asornoit (17 mum, 95 mac. %)
n dropoBomoponHoii kuciaor (8 mia, 37.5 mac. %)
npu HarpeBanuu (7 =75 °C). Bce 3kcnnepuMeHTHI
MPOBOMWIN B IISITU napajuiesissx. IloaydeHHbie pac-
TBOPBI aHAJIM3UPOBAJIM Ha COMepKaHNEe KOMIIOHEH-
toB MeTonoMm ADC-UCII.

PactBopsr CO roToBuiu 1o npouedype 2: B Tep-
MOCTOIKHE (bTOPOIUIACTOBBIE CTaKaHbI ITOMEIIaIn
HaBeCKy Marepuaja Maccoii 0.5 T 1 pacTBOpsUIM IIpHU
HarpeBaHUM (B TATH Mapajulelissx) B CMECH KOHII.
HCI (5 mn, 37 mac. %), HNO; (15 M, 95 mac. %)
u HF (1 mn, 37.5 mac. %), npeaBapuTeIbHO BBOAMIN
nmobaBku pactBopa Ga(lll) m3BecTHOI KOHIIEHTpa-
uuu. PactBophl oxnaxaanu. B craHmapTHble 00pa3-
1IbI HUKEJIEBBIX CIJIABOB JOIIOJHUTEIHFHO JOOABISLIN
anukBoTty 11 mu pactBopa xenesa Fe(11l) (12 r/n), no-
Bomawym 3HaueHre pH mo 0—0.3, mpuimBast mopLmsi-
MM IIpHU IIOCTOSIHHOM IlepeMeInnBaHuu 2 M pacTtBop
NaOH. 3areMm K MoJy4eHHOMY PacTBOPY ITOPLIUSIMU
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BEJIO3EPOBA u np.

TaﬁJmua 1. ComnocTaBiieHHe JIMH BOJH aHAJTUTUYECKUX JIMHUIA TajuTus U IMHUIA MaKpOKOMIIOHEHTOB

AHanuThyeckas AHanutuyeckas
Koppekuus
AHaIuTHYeCKas Koppexkiust CIIeKTpaJibHast CIIeKTpaJibHast
OrtHOocuTenbHas ¢oHa
CIIeKTpaJibHast AHTEHCHBHOCTS doHa JIMHUS MELIAIOLIErO (cripasa) JIMHUS MEIAIOIIETo
JINHUS TaJUIvs, HM (c1eBa), HM | 2JeMeHTa (ClieBa), - ’ aJIeMeHTa (CIIpaBa),
HM HM
Cr11287.406 [17]
Gal287.424 [16] 50 [16] 287.390 Fe 1287.417 [17] 287.449 Fe 1287.430 [18]
Co1287.388 [17]
W1294.333[17] Nil294.391 [16]
50 Mo 11 294.338 [17] W1294.396 [17]
Ga1294.364 [16] 16 294.324 294.404
[16] Co 1294.348 [17]
Mo 11 294.399 [18]
Crll294.364 [18]
W1294.333[18] Mo 1294.421 [17]
Mo 11 294.481 [16] W1294.439 [17]
Co1294.348 [16] Fe 11294.440 [17]
50
Ga 1294.418 [16] [16] D431 crr9aseans] | 24PN | Mol1294.482(17]
NiI294.391 [16] Fe 1294.505 [17]
W1294.396 [17] Cr1294.511 [17]
Mo 11294.399 [18] Fe 11294.526 [17]
W1403. 238 [17]
100 Fe 1403.246 [17]
Ga1403.298 [16] [16] 403.199 403.349 Cr1403.326 [17]
Mo 1403.250 [18]
Fe 1403.263 [17]
W1417.054 [16]
Fe 1417.212 [17]
Co1417.090 [18]
Fe 1417.091 [17] Fe 1417.264 [17]
Ga 1 417.206 [16] 100 [16] 417.025 Mo [417.107 [18] 417.303 Fe 1417.274[17]

W1417.052 [17]

Cr1417.168 [17] Cr1417.277 [17]
Fe 1417.104 [17]
KYPHAJI AHAJITUTUYECKOU XUMUU ToM 80 Nel 2025
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MPH TTOCTOSTHHOM TiepeMeInmBaHnuu g1o6asusum 10 T
NaF, BeimepxxuBany 10 MuH. [dajee BeITIABIINI Oca-
JIOK OT(WIIBETPOBBIBAIIN Uepe3 QIIIBTD “OenastjaeHTa”.
Ocanku pacTBOPSIN Ha (UIIBTPE C TIOMOIIBIO a30T-
Hoit (16 mu, 95 mac. %), XJIOpOBOIOPOTHOM (8 MII,
37 mac. %), © GHTOPOBOTOPOMHOM KUCIOT (8 M,
37.5 mac. %) u noay4anu pacTBop oobeMoM 250 MiL.
IlomyyeHHBIE PacTBOPHI aHAIM3UPOBAIM Ha COIEpP-
xkanwne raumsa MmetonoM ADC-UCII. s onpenene-
HUS 3JIEMEHTOB B (pMyIbTpaTe U B pacTBOPE U3 OCal-
Ka MCIIOJIb30BaIM BhIpaXeHUE IJISI OTHOCUTEIHHOTO
CONEPXaHMUA C,/C,, TIE ¢, — KOHUEHTPALIMS SJIEMEHTa
MOCJIEe COOCAXKACHUS Ha OCAlIKe U3 PacTBOPA; ¢, — UC-
XOIHAasI KOHLIEHTpAaIus 3JIEeMEHTa B paCTBOPE.

[TorpemHocTh aHaMM3a PAaCCYUTHIBAJIM I10 YPaB-
HEHMUIO:

l0.95:4) = ﬁ’ (1

rme t — koadduumeHT CreiomeHTa (IJISI IBYCTO-
pOHHETO pacrpeneyieHnsI), paBHbIi 2.78 Tipy n = 5
u P=0.95, s — crangapTHOE OTKJIOHEHHE.

ODHOBPEMEHHO C HCCIEAYyeMbIMU PacCTBOPaAMM
TOTOBUJIA XOJIOCTHIE PACTBOPBI, COAEpXKAIIME BCE
KOMIIOHEHTHI B T€X K€ KOHIIEHTPAIINIX, KPOMe HO-
voB Ga(III).

Bnusinue HaTpus u dTopa Ha aHATUTUYECKUE
CIIEKTpaJIbHBIC IMHUY TaJUIUs U3y4aayd Ha MOIEJIb-
HBIX pacTBOpax. PacTBOphI TOTOBWIN IIO Hpouedy-
pe 3: B xKonOy eMK. 50 mu momemanu 5, 10, 15, 20,
25 M pactBopoB noHoB Na* mimm F- ¢ KoHIeHTpa-
nueit 1000 mr/m u 1 M pactBopa Ga(lll) c koH1eH-
tpamueit 50 mr/in. JoBoauau oObeM IO METKU IHC-
TUWUIMPOBAHHOM BOIOM.

[IposiBIeHNEe MAaTPUIHOIO BIUSIHUSI CO CTOPOHBI
HaTpus U (pTOpa Ha THTCHCUBHOCTD CIIEKTPaJIbHBIX
JIMHUI TS paCCYMTHIBAIM IO YPaBHEHMIO:

(7 —1y)
Iy

rae /, — MTHTeHCUBHOCTD CIIEKTPaJbHOM JIMHUU Taj-
JIMSI B BOOHOM PacTBOpe, I, — MHTEHCUBHOCTD CITEK-
TPaJbHON JMHUU TAJIUS B IPUCYTCTBUM HATPHUS
mim propa.

Yenosust u3mepenus aromuoii smuccnn Fe, Cr, Mo,
W, Ni, Co, Ga. Ucnonb3oBamu ADC-UCII-cnek-
tpomeTp Optima 2100 DV (Perkin Elmer) ¢ kBapiie-
BOIf ropenkoit. OmnepallioHHEBIE TTapaMeTphl CITeK-
TPOMETpa: BHICOKOYACTOTHAsI MOIITHOCTL — 1500 Br,
npobonogaomuii moTok aproHa — 0.75 1/MuH,
BCIIOMOTaTeJIbHBINI IToTOK aproHa — 0.2 j1/MUH, Ij1a3-
MOOOpa3yloluii IMoToK aprona — 15.0 j1/MuH, cro-
co0 HaOMIOOeHMS IIa3Mbl — paadalibHBINA, BBEICOTA
HabmoaeHus — 15 MM, CKOpOCTh oaa4Yy pacTBopa —
0.9 mu/MuH, Bpems pacnbuieHHs: odpasia — 40 c,
YUCJIO M3MEPEHUI TTpUOOpOM OTHOIT mpoOBl — 3.
[IpuMeHsIM pacIbUIMTENbHYIO CHCTEMY, YCTONIM-
BYI0O K arpecCMBHOMY BO3IEHCTBUIO (DTOPOBOIO-
pPOIHOI KUCIOTHI. AHAIUTUYECKUE CIIEKTPaIbHbBIC

y = -100% ,

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

muHun: Ga 1 294.364, Fe 1 302.107, Cr II 206.158,
W 1I 207.912, Mo 1I 202.031, Ni II 231.604, Co 11
228.616 1 Cu I 327.393 um, Fe 11 238.204 um, Cr 11
267.716 um, Mo 11 202.031 am, W11 207.912 M, Ni 11
231.604 um, Co 11 228.616 HM.

I'pagynpoBka cniekrpomerpa. PacTBOpHI 1151 Tpa-
OYMPOBKU CIIEKTPOMETpa TOTOBWIM pa30aBIeHU-
€M TOoCydapCTBEHHBIX CTAaHIAPTHBIX 00pa3IloB CO-
ctaBa pactBopoB nonoB Ga(lIl), Fe(IIl), Cr(III),
Mo(VI), W(VI), Ni(Il), Co(II). IobaBnsimn B HUX
aJIMKBOTBI XOJIOCTOTO PacTBOpa TaK, YTOOHI COJIEBOM
COCTaB COOTBETCTBOBAJI COCTaBY aHAIM3UPYEMBIX
pacTBOpPOB.

Pentrenoda3zoBbiii anamm3. IlosydyeHHbIE ocan-
KM MCCJICIOBAIM METOIOM PEHTIE€HOBCKOTO IH(-
pakumonHoro aHaimm3a (PHA). PIA BemomHsIn
¢ momotIbpio mrudpakromerpa Shimadzu XRD-7000
(Anonus) B manydennn CuKo ¢ HMCIIOJB30BaHU-
eM TIpaduTOBOro MOHOXpOMaTopa. MOIITHOCTb
Ha pPEHTTeHOBCKOM TpyOKe 2 KBT, HampskeHHe
U=40.0 kB, Tox /= 30.0 MA, pasMmepnl doKyca
1.0 x 10 MM, BHEITHUI cTaHAAPT — ITOPOIIOK KPEeM-
Hus. JndpakKummoOHHBINA CIEKTP PErMCTPUPOBAIN
B YIIOBOM auamna3oHe 20 = 2—8(0° B momaroBom
pexxume ¢ maroM ckanupoBaaus AQ = 0.03° u mm-
TETbHOCTBIO HAKOIUICHUS UMITYJIbCOB 2 C.

H1s1 Ka4eCTBEHHOTO M KOJIMYECTBEHHOIO aHa-
JIN3a WCIOJB30BAIM MEXIYHAPOTHYIO KapTOTEKY
ICDD (The International Centre for Diffraction
Data), Bepcus PDF—2, xoropast BKIIO4aeT Ipo-
rpaMMHBII MakeT JAJisl IepBUYHOI 00padboTku nud-
paKTorpaMM, aBTOMaTHYECKOTO ITOMCKa (a3 U BBI-
MOJIHEHMS KOJIMIeCTBEHHOT0 aHanu3a. BctpoeHHast
porpaMMa IIOJYKOJIMYSCTBEHHOIO aHalIm3a HC-
MOJIB3YET METOI KOPYHIOBBIX UHMCEIL.

MuKpocKonnyecKne UccienoBanusa. MUKpocKo-
MMUYCCKUE UCCIENOBAHUS — PAaCcTPOBYIO BJIEKTPOH-
Hylo MuKpockomnuio (POM) u 371eKTpOHHO-30H-
IOBBIMI  PEHTITEHOCIIEKTPAIBHEIM ~ MHUKpPOAHAIIN3
(PCMA) ocangkoB IIpOBONIJIM Ha CKaHUPYIOIIEM
alleKTpoHHOM MmKpockorne Carl Zeiss EVO 40
C BHepromucHepcMoHHBIM crekTpoMeTpoM INCA
X—Act (Oxford Instruments, BemmukoOputaHwus).
I TIpoBeneHUsI KOJIMYSCTBEHHOIO 3JIEMEHTHOIO
aHaJM3a TOTOBWJIM TaOJETKU M3 MCXOOHBIX OCal-
KOB B IIpecc-(opMe IraMeTpoM 1 cM U JaBIeHUU
40 xH/cMm?. HccnenyeMyio TOBEPXHOCTh TabJIETOK
nepen u3MepeHUsIMU TG OBaIN MEIKON HaxXaaq-
HOM Oymaroii.

PE3VIIBTATBI U UX ObCYXAEHUE

IIponenypa ocaxKaeHus U OTIeJieHHs] MAKPOKOM-
nonentoB Cr, Mo, W, Ni, Co or Ga. B uccienona-
HUSX B KAYECTBE OCaIUTEIISI UCIIOIb30BaIU (DTOPUI
Hatpus (NaF), ocaxknaroninii xXene3o B onpeaeieH-
HBIX yCIoBUsX [23—26]:

Fe** + 6NaF = Na,FeF i +3Na*. (2)
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ITo mpouenype 1 ipu pH 0.3 ¢ ucrmonp3oBanneM
10 r NaF u HF (1 mu, 37.5 mac. %) (cMm. “Dxcnepu-
MEHTAIBHYIO YacTh”) MOMYYMIIM OCAIKH, KOTOPKIE
nccaenoBany Mmerogamu PIIA 1 MUKpOCKOTTNH.

B Tabm. 2 mpencraBiaeHbI JTaHHBIE KOJTUYECTBEH-
HOro ba30BOTO aHajaM3a oOcaika, ITOJIYyYeHHOTO
¢ ucnojib3oBaHueM npouenypsl 1. ITo pesynsratam
PJIA ycTaHOBUIIM, 9YTO OCHOBHEIE (Da3bl OCATKOB —
NaHF,, Na,FeF,, NaF.

Pesynsratel POM mokazanm, 4TO MCClenye-
MBI€ OCAIKM COCTOSIT M3 arjioMepaToB pa3MepoM
5-200 mxMm (puc. 1). HabmomaeTcsa HakKoTieHUE
3apsiga Ha MIOBEPXHOCTH arjIoMepaToB B BUIE OEIbIX
TOYEK M MOJIOC M3-3a IJIOX0i1 3JIeKTPOIIPOBOIHOCTHU
HCCIIEAYyEeMbIX COCTUHEHMIA.

Metonom PCMA B Touke Tipu (POKYCHPOBKE
3JIEKTPOHHOI'O MyYKa Ha MOBEPXHOCTU Pa3IUYHBIX
arJIoMepaToB yIajloch Ha Ka4eCTBEHHOM YPOBHE
YCTAaHOBUTDH 2JIEMEHTHBIN cocTaB. Ha sHeprermue-
CKUX CIEeKTpax HaOJII0dal0TCsl MHTEHCUBHBIE ped-
Jiekchl, oTHocsuecsd K Na, F, Fe, a Takke oOHapy-
xkeHbl W, Mo, Cru Ga.

PesynbraThl KOIMYECTBEHHOIO aHaIM3a ITOKa-
3a/IM, 4TO OOpa3lbl MPeacTaBIsIIOT COOO cMmech
He MeHee uyeM Tpex (pa3. Metomom PCMA yctaHoB-
JIEH 3JIEMEHTHBIN cocTaB 3TuX (a3 (Tabdin. 3). CocTan
ocanka o maHHeIM PCMA cormacyeTcs ¢ pe3y/ibTa-
tamu PIIA.

OnTuManbHble YCJIOBHS COOCAKIECHHSA TaJUIHs
Ha ocaake. McciaemoBaniu BausiHue pH Ha co-
ocaxneHue raumsa. Ha puc. 2 mpuBemneHBl OTHO-
CHUTENIbHBIC COINepXaHUsl rauius B (UIbTpaTax
¥ B pacTBOpax ocamka B 3aBUCUMOCTH OT pH mocie
MIPOLIEAYPHI €T0 PAaCTBOPEHUS (30eCh U Jajiee Iepen
ADC-UCII-ananm3om Bce ocaaky MpeaBapUTEThb-
HO IIEPEBOIMIIM B PACTBOP PACTBOPEHHEM B CMECH
a30THOM, XJIOPOBOIOPOOHOM M (HTOPOBOTOPOI-
HoM kucyotT (3:1: 1), cM. “DKcniepuMeHTaIbHYIO
JacTh”).

B ¢dwunbsrpare mocie mpolemypbl COOCaKICHUS
JKeJIe30 He 00HApYy:KeHO, CIeI0BaTEIbHO, BCE XKele-
30 pacxoayeTcd Ha oOpasoBaHue ocagka Na,FeF.
BepxHiolo rpaHuuny auamnazoHa pH BbiOupanu
¢ yaetoM pH ocaxnenus rugpoxkcnnos xkene3a(I1l)
u ranmug(111) (2.0 u 1.6 coorBeTcTBeHHO). C pocTOM

Puc. 1. Uzo0paxkeHus ocanka, moJy4eHHOTO Ha pacTpo-
BOM CKaHUPYIOIEM MHUKPOCKOIIE IIPU ITOMOILIN JeTeK-
Topa DBepxapTa—TopHau. Ycinosus ocaxnenust: pH 0.3,
10 r NaF, 1 m1 HF (37.5 mac. %).

pH B amnanasone ot 0.6 1o 2.0 creneHb coocaxie-
HUSI TaJUIMS Ha ocaake yMeHbimaeTcs. [1pu aTom Bece
paccMmaTpuBaeMble MaKpOKOMMOHEHTHI (Mo, W,
Ni, Co), kpome xpoma, B quarazorne pH ot 0 mo 2
nepexonsar B (wibrpar. XpoM IIpA HM3KHUX 3HaYe-
Hugx pH ot 0 1o 0.6 npakTuyecku Bechb HAXOOUTCH
B ¢unbrpare (comepxanue 95 mac. % OT UCXOTHO-
ro), a ¢ yBenmueHueM 3HayeHUsT pH mo 2 gactmu-
HO TepeXoguT B ocanok (comepxkaHue 60 mac. %
OT MCcXomHoro). TakuMm oOpa3oM, WIS TPOLEIYyPhI
COOCaXIEHMS TaJUIUs PEKOMEHIYEeMbIil OITHMAaJIb-
HEBI nuana3oH pH cocrasisger 0—0.3 (comepkanne
rajutist B puiisTpare MeHee 1 Mac. % OT MCXOIHOTO).

WccnenoBanu BIMSIHME KOJIWMYECTB (Topuaa
HaTpus U PTOPOBOIOPOTHON KUCIOTHI Ha IIPOIIECC
COOCaXIEHMS TaJIAS Ha ocanke npu otaeaeHun Cr,
Mo, W, Ni u Co. Pesynsrater ADC-UCII-ananu3a
pacTBOPOB OcCaaKa, MOJYYEHHBIX IIOCIe IPOIEIy-
PBI OTIENCHNST MAaKPOKOMITOHEHTOB, IIPEACTABICHbI
Ha puc. 3.

YcTaHOBWIIN, YTO MPHU COOSPXKAHUSIX Ay, OT 0.1
1o 0.25 moap u nye ot 0.05 mo 0.45 mmoins (3mech
N — KOJMYECTBO BEIIECTBA) COOCAXICHHUE TaJlIvs

Taoimna 2. Ma3oBelii cocTaB ocanka 1o JaHHBIM peHTreHoarpakMoHHOro aHanu3a (ycmosus ocaxaeHus: pH 0.3, 10T

NaF, 1 w1 HF (37.5 mac. %))

da3a 1 COOTBETCTBYIOIIMIA 3TAJIOH Conepxanue, Mac. %
NaHF,, PDF — 00-006-0479 56.46
Na,;FeF,, PDF — 01-072-1916 5.83
NaF, PDF — 00-071-4667-1455 36.95
Na,Fe,F;, PDF — 00-024-1098 0.76
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Ta0amua 3. DireMeHTHBIN cocTas (Mac. %) da3 ocagka
(ycnoBust ocaxnenust: pH 0.3, 10 r NaF, 1 mn HF
(37.5 mac. %))

(npg::f[;[l:a 1) F Na | Cr| Fe [Mo| W | Ga
®a3za | 54.20 {25.00| 1.10|19.30|0.10|0.20{0.10
®aza 2 5420 (4580 — | — | = | = | =
®Paza 3 66.00 {33.60| — |040| — | — | —
1004 = PacTBop

m Ocazok

80+
o\c 60_
Sy
3 40

20

O_
0.0 0.3 0.6 0.8 1.0 2.0
pH

Puc. 2. OTHOCUTEIBbHOE CoAepKaHKe rajuius B GuiabTpa-

Te ¥ B pacTBOpe ocaaka npy BapbupoBanuu pH. YeinoBust:

cFe(m) 500 Mr/n, cgaqm = 1.0 Mr/n, nyr = 0.25 moinb,
= 0.45 Mmodb, 25 °C, V.= 250 mu.

p-pa

HEIIOJIHOE M3-3a HeAOCTaTKa KOMIIOHEHTOB OCaau-
teneit (cM. ypaBHeHue (2)). BeposTHO, KOJIJIEKTO-
poM a1 coocaxaeHus ramus gasiasercsa Na,FeF,
YTO CBSI3aHO C OJIM30CTHIO MOHHBIX PAIUyCOB Traj-
qust u xkenesa (0.076 u 0.075 HM COOTBETCTBEHHO)
[27]. Takum o6pa3oM, MPU BHIOPAHHBIX YCIOBUSIX
ocaxaeHus (ny,r = 0.25 monb, nyr = 0.45 MMOID)
rajuiiii coocaxnaercs Ha ocaake cocraBa Na,FeF
(comepkaHue B paCTBOpE ITOCJIE PACTBOPEHMS OCal -
Ka 6osiee 95 mac. %).

Hzyyeno Bausinne KoHneHTpauum xene3a(lll)
Ha IIpoliecc coocaxaeHus raumsa. U3 puc. 4 Buma-
HO, 4TO C POCTOM coiepxXaHus xene3a ot 100
no 500 mr/n HaOmomaeTcsl IIOJTHOE COOCAaXIECHUE
TaJUIMS U3 UCXOMHOI'O pacTBopa.

IlockonbKy B aHaIU3MPYEeMOM pPacTBOpPE CO-
nepXaTcsl HaTpuii 1 TOp, KOTOpPBIE BXOMST B CO-
CTaB OcalKa MpHU pas3ne]eHUd MaKpOKOMIIOHEHTOB
W TaJuIusl, U3YYWIU BIMSIHUAE JAHHBIX MAaTPUIHBIX
3JIEMEHTOB HA AaHAJUTUYECKUM CHUTHAJI TaJuIus.
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100
(a)
95 |
90 |
S
2 85 -
B
80 |
70
15 025 03
Fy,p» MOJIB
100 -
(©)
95 -
90 -
S, 851
E
80 -
75 - I
70 -
005 010 025 045 065
Fy,p> MOJTIB

Puc. 3. OtHocuTebHOE conepxaHue (% OT KCXOMHOTO)
rajyiusl B pacTBOPE Ocajika B 3aBUCUMOCTH OT KOJIUYe-
ctBa ocagutens NaF (a) u konuuectBa HF (6). [Tpouue
500 mr/m, pH 0, 25 °C, V__, = 250 mu.

YCIOBUSL: Crepy = p-pa

100¢ # PacTBOp
B Ocanok
80
NN
§> 60
Q
40
20
0 3 : Y EE—
100 200 300 400 500 600
Crerim, MII

Puc. 4. OtHocutenbHOe comepxaHue (% OT MCXOMHO-
ro) rajutusl B puasTpaTe M B ocaake (IMocje pacTBope-
HusA) oT KoHUeHTpauuu coocamurens Fe(Ill). cg,um =
= 1.0 Mr/n, ny,r = 0.25 Monb, nye = 0.45, pH 0, 25 °C,
Vp-pa = 250 mi.
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PacTBOphl TOTOBMJIM MO METONMKE, OIMCAHHOM
B “ODKCcIepUMEHTAIbHON dYacTh” (CM. MpOLEIy-
py 3). YcTtaHOBMIN, UTO MPU Pa3IMIHBIX COmepKa-
HUSX HaTpusd M GTOopa Y cocTaBisieT He Gosee 5 %,
T.. M3MEHEHME WHTECHCHUBHOCTHM CIIEKTPaJIbHBIX
JIMHUI TaJlIdsl He3HauuTenbHOo. [ ydera ¢poHO-
BOTO BJIMSIHUSI B PacTBOPHI IJII IIOCTPOSHUS Tpa-
TYUPOBOYHBIX TpaKOB HEOOXOIMMO ITO0aBIISITh
HaTpUil 1 GTOp B KOJIUIECTBE, KOTOPOE COMEPXKUT-
Cs B aHAJIM3UPYEMBbIX pacTBOpax (CM. rpagydpOBKY
CIIEKTPOMETPA).

Taxkum obpazom, 411 pasaeeHus MAaKpPOKOMITIO-
HeHTOB Mo, W, Ni, Co, Cr u rayums peKoOMeHIyeT-
Cs IPYMEHSITD CJISMYIONINE ONTUMAIbHBIC YCIOBUS:
pH 0-0.3, ny,z=0.25 Monpb, nye = 0.45 mMmonb,
Creamy = 300 mr/m. i pacTBopeHuMs ocanka Heo0-
XOIMMO MCIIOJIb30BaTh CMECh a30THOM, XJIOPOBOAO-
ponHoii u ¢propoBogopomHoi kucmot (3:1: 1).

ADC-UCII-onpenenenne rainsi B MeTAJLIYPIu-
YecKHX MaTepuanax. {1 skcrnepuMeHTaIbHOM po-
BepkHn 3(P(HEKTUBHOCTH NPUMEHEHUST HaWIEeHHBIX

ONTUMAJIbHBIX YCIOBUII COOCAaXICHHUS TaJUIus
Ha ocagke IpU OTIEICHUN OT MaKpOKOMIIOHEHTOB
HCIIOJIb30BAJIM TOCYyIapCTBEHHBIE CTAaHIAPTHHIE 00-
pa3Ibl COCTaBa IPELM3NOHHBIX HUKEIEBBIX CILUIABOB
¥ BBICOKOJIETMpOBaHHas cTaib (Tad:m. 4). [Ipodonon-
TOTOBKa CTaHmapTHBIX 00pa3noB K ADC-UCII-o-
TpeneJIeHUIO TaJJINS OITMCcaHa B “ DKCIIepUMCHTATb-
Holf yactn” (cM. TIpouenypy 2). OTMeTuM, 4TO IS
nonTBepXXaAeHUS 3(P(PEKTUBHOCT pa3paboTaHHOI
MpOLenypbl MCIIOJIB30BAIM aTTECTOBAHHBIE CMECHU
W TIPOLIEYPY BBEACHO—HAMUICHO.

IIpaBMIBHOCTH ITOJTYYEHHBIX PE3Y/IBTaTOB OLICHN -
Bayi 1o kputepuio CreiogeHtanpu P=095un=>5
¥ YCTAaHOBWJIM, YTO MEXIy pe3y/braTaMM aHaIu3a,
noyaeHHeIMU MeTomoM ADC-UCII, 1 BBeneHHBIMUT
KOJINYECTBAMU TaJUIMSI OTCYTCTBYIOT 3HAYMMBbIC pac-
XOXIeHUs. MOXHO 3aKJIIOYUTD, YTO IIPEIIoKeHHAS
npoleaypa pa3neiaeHUs TaJidsi 1 MaKpOKOMITOHEH-
TOB 3((HEKTUBHA M MOXET OBITh pEKOMEHIOBaHA TS
ero ADC-UCII-ompenenenus. IlpenmmymecTBoMm
pa3paboTaHHOI IIPOLIEAYPHl SIBJIIETCS IIPOCTOTA,

Taomuna 4. Pesynbrathl (cg,, Mac. %) ADC-WUCII-onpeneneHus rajuiisi B HUKEJIEBbIX CIIaBax
U BBICOKOJIETMPOBAHHOM CTalU C MPeABAaPUTEIbHBIM OTAEIEHUEM C IIPUMEHEHUEM aTTeCTOBAHHBIX CMecei

M IIPOLeayphl BBeneHO—HalimeHo (n = 5, P = 0.95)

CraHmapTHbIi 00pasell BBeneno, cg, X 10° Haiineno, cg, X 10°

2.5 2.60 £ 0.06
5.0 55+0.1

I'CO 1479-9111 H13r 10.0 1.0+ 0.3
15.0 16.0 + 0.40
25.0 22.0+0.7
2.5 2.40 £0.05
5.0 470 £ 0.1

I'CO 1519-90IT1 H12B 10.0 12.00 £ 0.2
15.0 17.00 = 0.4
25.0 26.00 £ 0.6
2.5 2.70 £0.05
5.0 5.7+0.1

I'CO 10214-2013 UCO C66 10.0 1.0+ 0.3
15.0 16.0 £ 0.5
25.0 29.0 0.7
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a Takke BO3MOXXHOCTh MCIIOJIb30BaTh €€ /I aHaJI-
3a IIMPOKOTro Kpyra MeTajuIyprudecKnxX MaTepruaaoB
(IpeuM3nOHHBIE HUKENIEBBIE CILIABhI, JIESTMPOBAaHHAs
U BBICOKOJIETMPOBAaHHAs CTajb) C OOJbIIUM COIEP-
xkaHueM Cr, Mo, W, Ni u Co.

IIpemen  oOHapyxeHust  (c,,,) OLIEHHBaJIN
Mo 3s-KpUTEPUIO; C,;, TaUIusd TpPU OTACICHUU
ot MakpokoandectB Cr, Mo, W, Ni, Co cocraBun
5 % 10~* mac. %.

OUHAHCHUPOBAHUWE PABOTHI

Pa6oTa BeITIONHEHA TPU (PMHAHCOBOM TTOIIEPK-
ke Poccuiickoro HaydyHoro dpoHma (mpoekTt Ne 23-
23-00138) ¢ ncmoap3oBaHueM obopynoBanus LleH-
Tpa KOJUIEKTUBHOTO TTOJIb30BaHus “Ypan-M”.

KOH®JIMKT MHTEPECOB

ABTOpBI JaHHOUM pabOThI 3asIBISIOT 00 OTCYT-
CTBUY KOH(IMKTA UHTEPECOB.
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DETERMINATION OF GALLIUM BY INDUCTIVELY COUPLED PLASMA
ATOMIC EMISSION SPECTROMETRY IN NICKEL- AND IRON-BASED
ALLOYS WITH PRELIMINARY SEPARATION FROM THE MATRIX

A. A. Belozerova®? *, A. V. Mayorova“, N. Yu. Kalinina?, M. N. Bardina“

4 Institute of Metallurgy, Ural Branch of the Russian Academy of Sciences
Yekaterinburg, Russia
bUral Federal University named after the first President of Russia B. N. Yeltsin
Yekaterinburg, Russia
*E-mail: aa_belozerova@mail.ru

Abstract. A procedure for separating the microcomponent of gallium from the macrocomponents of Cr,
Mo, W, Ni and Co is proposed for determining gallium by inductively coupled plasma atomic emission
spectrometry in nickel- and iron-based alloys (precision nickel alloys, alloyed and high-alloy steel). Sodium
fluoride was used as a precipitant. Optimum conditions for gallium coprecipitation on the sediment during
separation from the considered macrocomponents were determined. The detection limit of gallium during
separation from macroquantities of Cr, Mo, W, Ni, Co was 5 X 10~* wt. %.

Keywords: inductively coupled plasma atomic emission spectrometry, coprecipitation, gallium.
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