HU3BECTUA
TOMCKOT'O OPJIEHA OKTSBPbCKOM PEBOJIIOLIMH W OPIAEHA TPYILOBOTO
KPACHOTO 3HAMEHHU IMOJUTEXHUUYECKOI'O MHCTUTYTA um. C. M. KHPOBA

Tom 275 1976

CPABHUTEJIbHOE U3YYEHMUWE PA3JIMYHbBIX BAPHAHTOB
NOATOTOBKH MPOBbLI NJid ONPEAEJEHUSA 3JEMEHTOB
B HE®TAX U HE®TENPOAYKTAX CIHEKTPAJIbHBIM METOJOM

P. [I. T/I¥XOBCKAM{, JI. C. KOJIECHHUKOBA, 10. A. KAPBANHOB,
JI. B, IEHEBA

(ITpemcraBieHa HayuyHbBIM ceMHHapoM Kadenpbl aHAIUTHYECKOH XHMHH)

IL1s ompeesieHns MeTAJJIHYECKHX TMpHMeceil B HePTAX u HedTenpomyK-
TaX HIMPOKO HCIOJb3YETCsl CHEKTPAJbHBI MeTOH aHaJn3a, TMO3BOJISIOUUN
OJTHOBPEMEHHO OMpeneasiTh 60JbLION KPYT 3J€MEHTOB B IIHPOKOM AHANAa30He
KOHIIEHTPAIUil ¢ JO0BOJbHO 6OJBIIOH YYBCTBHTE/IbHOCTLIO.

CrnekTpajibHble METOJbI aHA/NNW3a JEJASITCSA Ha MpsMble, MpeaycMaTpUBalo-
1l¥ie HemOoCpeACTBEHHBI aHaau3 npoObl, H KOCBEHHbIE, CB3aHHbBIE C KOHIIEH-
TpUPOBaHHEM (ualle BCEro ¢ o3oJeHHeM) npoObl. Bropas rpynma Haubosee
NpPHUroJHA 1Jisi ONpeJesIeHHus CJIeloB 3JeMEHTOB, TaK KaK 3[eCb JHOCTHTaeTcsl
OoJiee yeM ThICSUEKDaTHOE oboralieHue mpoohl.

[ToxroToBka mpoObl SABJASIETCS ONHOU M3 HaunboJsee TPYJOEMKHX W OTBET-
CTBeHHBIX omepanuii. OT Bei6opa crnoco6a 030/eHHsi H €r0 NPaKTHYECKOTO BhI-
TIOJTHEHHST B 3HAUUTENbHOH Mepe 3aBHCHUT TOYHOCTb U UYBCTBHTEJNBHOCTb pe-
3VJbTaTOB aHa/IM3a. '

B nutepaTtype u3BecTHO 60JbIIOE YHCAO pabOT, MOCBSLIEHHBIX CIEKT-
pPaJbHOMY OIpefie/IeHHIO 3JeMeHTOB C HCIOJb30BAHHEM TeX WM HHBIX CIIOCO-
60B o30senus | 1—>5], HO Korga peub uaer 06 onpejeJeHHbIX NPUMecsX, TPY-
HO JaTh IpeANouYTeHHe KaKOMY-HHOYAb H3 3THX MeTOAOB. B cBs3um ¢ atum
B pabGoTe OGBIJIM NMPOBEAEHBl HCCJAENOBAHUA IO CPaBHHTEJbHOMY H3YYEHHIO
PA3JIMYHBIX cOCOO0B MOATOTOBKM mpobbl. Huxke npuBOASTCS pe3yabTaTh
aHa/M3a HEKOTOPbIX MecTopoxaeHuid 3anaaHoii Cubupu ¢ NpUMEHEHHeM
pasJIMYHBIX BAPHAHTOB 030JI€HHS POGBHI.

Osonenune mo 'OCT 1461—59 [4]. B 3apaHee mnoOATOTOBJEHHbII
KBAapUEBLII THreJb NOMeIlaloT 6e330/1bHbIH OyMaxKHBIH (QUABTP TaK, 4TOOB
OH IJIOTHO TIPHJIEraJ KO AHY U CTeHKaM THIJIA. Turesb ¢ GUILTPOM B3BeUIHBa-
IOT ¥ NOMEUIAIT B HEero okoJso 25 e HehTu. Bropoil 06e330/bHBIIN  QUIBT,
CBEPHYTHIH B BHIE KOHyCa CO CpPe3aHHbIM BEPXHHM KOHIIOM, OTYCKAlOT
B He(QTb. Ilocse Toro, kak ¢GuabTp mpomuTascsd HeTbIO, €ro MOMKHILaIT U
CXHUTAIOT 10 TOJYYEHHS CYyXOro YIVIHCTOTO OCTaTKa. Turesab ¢ ero coaepxku-
MBIM TepeHOCAT B MydeabHyI0 neub, Harperyio g0 5004-50°C u BhAepxKuBa-
IOT NPH 3TOH TeMIeparype A0 NOJHOrO 030JeHHd ocraTka. [lonyuennyio
30J1y aHA/JH3HPYIOT CrieKTpa/JbHBIM MeToAOM. /151 3TOoro K 3osie mo6GaBJsiioT
100—120 me cnieKTpaJbHO-YHCTOTO YIOIbHOTO NOPOIIKA H pacTHpPaoT BO (HTo-
pOIJIaCTOBOH CTYNKe B MPHCYTCTBUH cnupTa 1,5—2 waca. HacTb mosyyeHHOIl
cMecH pa3baBasdioT yroabHbIM nopoiikoMm B 10 1 100 pas u cHOBa TuIaTEIbHO
pacTHparmT 40 OJHOPOAHON Macchl,

Bce moAroToB/eHHBlE KOHIEHTPATH MOMELIAIOT B KaHAJ HHXKHEro 3J/eK-
Tpoaa (anoxna).Ha omnoit nnacruuke (YOII) dotorpadupyior mo 2—3 pasa
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CIIEKTPbI MOATOTOBJIEHHBIX P06 U 3TAJOHOB ¢ KOHUIeHTpauusimu ot 3 - 10~° %
10 1 - 102 0/0.

STaNoHB B paboTe TOTOBUIHCHL PACTHPAHHEM OKHCJAOB COOTBET-
CTBYIOL{UX 3JI€MEHTOB C YrOJbHBIM IOPOIIKOM OOBIYHBIM criocob6om [5].

B kauecTBe aHaJUTHYECKHUX JIMHHH HCTHOJIb30BAJIUCH JTHHUH

o
Maprafiia ¢ aauHoi soansl  2801,06 A,

THTaHAa - 3088,03 /i,
Baﬁaﬂm{ = 3185,39 [i,
HHKeJI . 3050,82 CJ)\,
Menu — 3247,54 Zi,
CcBUHILA - 2833,07 ﬂi

D/IeMEeHTOM CpaBHEHHUA CAYKUJ (OH BOJIH3H JHHHUH.

Cynbdarnoe o3oneHue [6]. CooTBeTCTBYIOLLYI0 HaBecKy HedTH
OMEeLaloT B KBAPLEBYIO YallKy, 100aBJsIOT PABHOE KOJIMYECTBO KOHUEHTPH-
POBAHHOM CEPHCH KHUCJAOTBI U OCTOPOKHO HarpeBaloT Ha 3J€KTPUUECKOH ILIHT-
K€ 0 MOoJyueHUd TBepaoll yraucroii maccbl. [Tocse 3TOro yamky nepeHocst
B MYy(eJbHYIO Neuh U npokananpaior npu remneparype 500450°C go nosayde-
HUST 30J1bI, KOTOPYIO AHAJU3UPYIOT CHEKTpaJbHBIM MeTOAOM, Kak 3TO OBbLIO
OTIUCAHO BhILIE.

IIpamoe o3oaeHue [7] npousBOANIOCH MOCTCHIEHHBIM HarpeBaHueM
npo6bl HeDTH Ha 3/JEKTPHUECKOH MIUTKE [0 NOJAYYeHHS TBEpPAOH YIJMUCTOH
maccel. JdaapHelui X0 aHaau3a BBIIVIAAE] aHAJOTHUHO ONMKHCAHHOMY paHee.

Os3oneHUe ¢ IPUMEHEHHEM B KaueCTBE KOJIJIEKTOPA yTOJbLHOTO HOPOLI-
Ka [2, 3, 8, 10]. B wamky ¢ HaBeckoit Hed T nomenianoT 150 me cnexTpaibHO-
YHCTOrO YIOJIbHOTO MOPOILIKA U MOCTENEHHO HArpeBaloT Ha 3JEKTPHUECKOH
NJATKe 00 HOJyYeHuss TBepAo# maccel. ComepiKHMOe YallKW MPOKAJHUBAIOT
B My(heJbHOU Neud IPH TeX XKe YCIOBUIX W aHAJAHU3HPYIOT 10 METOJAHMKE, OIli-
CAHHOH BBILIE.

Pesysbrathl onpenesedusi Mapranua, HHke/s, CBUHLA, TUTaHA, BaHATHA
u Menn B Herax Yo6unckas 311 u HOxHouepeMIiaHCKas ¢ MPUMEHEHHEM BbI-
II€ONHCAHHBIX METOAOB MOATOTOBKY NMpoObI NpuBeleHb B Tab.1. |.

‘Ta6nnua 1

Haidineno, %

MeTon ozonenus

Mn Ni Pb Ti Voot

CyabatHiil Lo e oa10 210" 4500 1 i
Ipamoit L5 3 10 550 sl Bl
FOCT 1461-59 sl [ St s 0t seg

C KOIIEKTOPOM SO 25Tt 5502 s30T

Younackas 311

CynbdaTHbIi Lt a0 ntert aae 95 4 oig
pamoi : i giah 4 4 T 190t
FOCT 1461-59 PRt B ot g g it B et g 0
C KOMIEKTOPOM .00 S ae T ST S0l S50 g

10.-Uepeminanckas
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13 Ta6s. 1 BUnHO, 4TO A/ ONpefe/eHUuss MapraHua, HUKeas, CBHHIIA, TH-
TaHa, BaHA us ¥ MeAu HanboJsiee palMOHAJIbHBIMH METOLAMH SIBASIOTCH KHC-
JIOTHOE W 030JIeHHe ¢ KOJJIeKTOpoM (yroJbHbM nopomkom). [Ipsamoe ozoue-
nue 1 ozosernue o FOCT 1461—59 npuBoaST K 4aCTHUHOH IOTEPe HEKOTOPHIX
3JIEMEHTOB.

CpaBHeHHe CY.1b(aTHOTO MeToa 030JaeHUs NpoOsl HeTH MBIIbIKHHCKO-
FC MEeCTOPOXKIEeHUd, MPOBOAUMOrO B KBAapLEBHIX YyallKax eMKocTbio 200 ma H
TUTJISX €MKOCTbIO 75 M4, TOKa3asao (TabJ. 2) HEKOTOPOe 3aHHKeHUE pPesyJib-
TaTOB, MOJYUEHHBIX MPH O30JIEHHH B THIVIAX. ITO CBA3aHO, MO-BUIHMOMY,

Tab6auma 2

Hafineno, %

Merton o3oxenus Mn Ni Ph Ti v =
CyanbartHoe B 4a- ,

mKax 4500 o W 1 .00 2000 8310 1510
CyabdaTtHoe B TH-

TaSX S bt st o S0 L5107t 35104
Jaunsie QoToMeT-

PHUECKOTO Olpe- 4 : S +

HENEHUA 5,7-10=" 2,6:10~ - 3.2.1000 -6 20> =

¢ 6oJee IIPCAOJ/IXKKTE/JIbHBIM O30JICHUEM. Hp06bl, INOMEIIEHHbIE B THI€Jb, 030-
JIAJHUCh Ha 3—4 yaca poJibile, yeM B yYallkax, uTo U MPpUBEJIO K YaCTUYHOI
NOTEPE JEMEHTOB.
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