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Moka3aHa BO3MOXHOCTb O4HOBPEMEHHOIO MPaBUMETPUYECKOro ONpeaeneHus MaccoBoi 40U BOMb-
¢dpama u HMobus B cnnasax Ha HUKENEBOW OCHOBe.

Ans onpepeneHvs mMaccoBOW OONM nNpumecen B ocagke BONbdPamMoBOA U HNOOGUEBOW KUCNOT
NPUMEHEH aTOMHO-3MUCCUOHHbBIA MEeTOA C MHAYKTUBHO-CBA3AHHOW nna3mon aproHa (A3C ¢ UCH).

BbabuyeBa EBsrenns AnexcaHgpoBHa — UHXe-
Hep meroguyeckos naboparopum LIAJ1 OAO
«YMK>».

061acTb Hay4YHbIX MHTEPECOB: XUMMNYECKMHH
aHann3 MaTrepuasioB MeTannypruiecKkoro
npou3soA4cTea.

ABrop 1 nevarHo# paborTsl.

Maponpo‘mble CILIaBbl, KaK [IpaBUJIO, MHOTO-
KOMIIOHEHTHbI ¥ UMEIOT CJIOKHbIH XMMHUYECKHH co-
ctas. Ha OAO «4YMHK» BeITLUTaB/Iss€TCA CIUIaB HAa HUKe-
JeBoi ocHoBe Tuna XH57BKIOTMBJI-BU (mapka
HC6Y-BH), conepxamiuit 9,5% - 11,0 % Boabdpa-
Ma, 1 % Huobus, 3 % TUTaHa, a TAKXKe XPOoM, ajlo-
MHHHIA, MOJIMGEH, KOGAJIET B 3HAYHTE/IbHBIX KOJIH-
yecTBax. [l1a onpeneneHus BojibpamMa HMMeeTCA
cTaHAapTHaA METOJAMKA BBINOJHEHUA H3MEPEHMH
(MBH) permameHTpoBaHHad OCT 12349-83 (1], B
KOTOPOH rpaBUMETPHYECKH I METO/ aHAIH3a OCHO-
BaH Ha FTMAPOJUTHYECKOM OCAKAEHUH COeJMHEHHUI
BoJIbdpaMa B IPUCYTCTBHH KeJIaTHHA, IIPOKAIMBA-
HUM Y B3BELLIMBaHUH OcaJiKa oKcHaa Boiabdpama (VI).
ITpu aTOM NOCIEAHUI NIPOBEPAIOT HA IPUCYTCTBHE
c/leqyIonUX NpuMecei: okcuaoB xkesne3a (11I), Tura-
Ha (IV) , xpoma (VI), monmu6aeHna (IV), BaHagus (V),
HHobus (V), Tanrana (V). MaccoByto J0J10 TIpHUMe-
ceii onpeseNsIoT rPaBUMETPUYECKUM U TUTPHUMET-
pH4YecKUM MeToaaMu. OnipeziejieHre MacCoOBOM A0 TH
KaKJ0ro KOMIIOHEHTa IMpuMecell TpebyeT 3HaA4H-
TeJIbHbIX 3aTpaT paboyero BpeMeHH, a TaKKe JOPOo-
rOCTOAILIIUX PEAKTHBOB: AMAaHTHITHPWIMETaHa, IU-
¢enmnkapbasnga n ap.

Lienbro HacToA1EeH paboThI ABIAETCA pa3paboT-
Ka METOJAMKH ONlpeAeIEeHHUA MaCcCOBOH J10/TM BOJIb(-
paMa rpaBUMeTPHUYECKHMM METOAOM C yYETOM OITpe-
JAeJIeHUA MacCOBOM JOIH IpUMecel aTOMHO-3MHC-
CHOHHBIM METO/IOM C MHAYKTHMBHO-CBA3aHHOM IJ1a3-
MO¥1 aproHa, a Take H3yueHHe BO3MOXKHOCTH OJHO-
BPEMEHHOTO OITpe/ie/IEHHA MacCOBOM AOIH HHOOHSA.

ITpH TMAPOJIMTHYECKOM OCaXKAEHHUHN Bojib(ppaMa
IPOMCXOAUT YACTUYHOE COOCAMKACHHE XKejle3a, Ba-
HaauA, XpoMa, MoaubaeHa U JPYyrux 3JEeMeHTOB.
Hpno6uit B 3THX YCJIOBUAX OCAIKAAETCA 3HAUYUTENb-
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HO, YTO CHMKaeT TOYHOCTE OITpeie/IeHHI MaCCOBOM
071 Boibdpama.

JU1d OMHOBPEMEHHOrO OIpee/IeHUS MacCOBOM
J10JM Bo/b¢dpaMa M HHo6us B ciuiaBax Mapku H{C6Y-
BU npey1oseH cyie Ay rOLIHiA aJITOPUTM BBITIOJHEHUSA
HM3MepEeHUH.

Ocaznok BombdpaMoBoii 1 HHOGHEBOH KHCJIOT, 110~
JIyYeHHBIN TMAPOINTUYECKUM OCAIKAEHHUEM, ITPOKA-
JIMBAIOT, B3BELINBAIOT M CIJIABJSAIOT C IIMPOCEPHO-
KHCJIBIM KQJIMEM U BBILLIEJIAYUBAIOT IUIaB B pacTBO-
Ppe BUHHOM KUCJIOTEL [ToTyYeHHbIN pacTBOP MCIIOJb-
3yIOT JJI1 ONpeAeSIeHHUsA MacCOBOH 011 HHOGUSA U
OCTaJIbHBIX TpuMecei MeTogoMm ASC c UCIT [2].

BonbppamMoBas K1cJI0Ta HEPAaCTBOPHMA B CHJIb-
HBIX KMCJIOTaX, HO OTAeJIeHHe e¢ HUKorAa He Obl-
BaeT KonudecTBeHHBIM [3]. Hanpumep, monmmbaeH,
coJieparalliMiica BO MHOTMX CILIaBax. MoeT obpa-
30BBIBATh C BOJb(pPaMOM CMeLIaHHblIe PacTBOPU-
Mble KoMILIeKkchl Tuna H,[P(W,0.),(Mo,0_),].

B cBsi3H C 3THM ITPOBOAAT OIpeJie/IeHHE OCTATOY-
HBIX KOJINYECTB Bo/ib(ppama B PIIbLTpaTe, IOy YeH-
HOM IT0CJI€ OT/IeJIEHHSA BOTb(MPaMOBOM KMC/IOTHI.

BTI'OCT 12349-83 pna yaepaxuBaHuA Boiabppa-
Ma B pacTBOp€e PEKOMEHIyeTCH BHOCHUTB He6GoJIbIII0E
Kon4yecTBO opTodochopHOM KUCAOTHL. OgHAKO, B
npotiecce pa6oThI C TUTAHCOAEPIKAIIMMH CIIJIAaBaMH
6bLITI0 YCTAHOBJIEHO, UTO ITpM Ao6aBieHH opTodoc-
¢$OpPHOI KUCIOTHI BhINazaeT 6eirblii aMopdHBIN oca-
oK pocaTa TUTAHA, COPOUPYIOIIMI HAa TOBEPXHO-
CTH coeJMHEeHU Bosibdpama ¥ HNobus, BCjIeACTBHE
Yero pe3y/akTaThl OIpeieIeHNUS MaCCOBOM JIOJTM 3THX
3JIeMEeHTOB B QWILTpaTe 3aHukKaloTcA. I[ToaTtoMy B
cIUlaBax, CoAepKallx TUTaH, BMecTo opTodocdop-
HOM KUCJIOTHI ITpejjiaraeM IpuMeHeHue (pTopucTo-
ro ammonu. I1pu fo6aBneHuu K prsrpary 10,0 cm®
pactBopa ¢GTOPUCTOrO aMMOHMSA C MacCOBOM KOH-
ueHtpauumeit 150 r/am3 Bosbgpam, HHOOGHHA M TUTAH
HaJIe’KHO YZIep:KUBaIOTCA B pacTBope. OnpeneneHye
MacCOBOM JOJIM BoJIb(ppamMa 1 HUOOUA TaKKe IIPOBO-
aat meroaoM A9C ¢ MCIT.

BbhIIOJIHEHHE H3MEPEeHHH

Hasecky mpo6b1 Maccoi 1-2 r cTaau MM cIL1aBa
MOMEIAIOT B CTAKaH BMECTHMOCTBIO 600 cM3 1 pa-
cTBOpAIOT B 60-80 cM3 cMecH COJIAHOM M A30THOM
KHCJIOT, B3ATBIX B COOTHOIIEHMH oT 8:1 10 16:1. Pa-
CTBOpEHUE [IPOBOAAT ITPU YMEPEHHOM HarpeBaHHUH,
4TOGBI MCKJIIOYHTH NPHIMNIAHHE BOJbGPaMOBOH
KHUCJIOTHI K CTEHKaM CTaKaHa. 3aTeM pacTBOp Ha-
rpeBaloT 0 KMIeHus, mprinBaioT 10-15 cm® a3oT-
HOM KMCJIOTHI 1 HArpeBaloT 0 BbIACICHHSA HEJITOrO
ocajka Boib(ppaMoBOM KMCIIOTHI. Eciin ocaziok co-
XpaHseT 3eJIEHBIH L[BET, MPUIMBAIOT elfé 5-10 cm®
a30THOM KHCJIOTHI M IPOAO/IKAIOT HarpeBaHHe.
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PacTtBOp BeIMapuBalmoT A0 o6béMa, paBHOrO
10-15 cM?, mpUIHBAIOT IPHU ITEpEMELITUBAHUH 5 cM3
pa36aByieHHOM 1:1 COJITHOM KHCJIOTHI M ropAYei
BoJBI 1o 06béMa 150 cm3, cHOBa HarpeBaloT 10 Ku-
reHus, npuauBaioT 20 cM® pacTBopa MkKeJlaTHUHA C
MaccoBOH KOHLEeHTpauueit 10 r/am?® U BbIaep:KMBa-
IOT B TEILTIOM MecTe B Te4eHue 1 - 2 4. ([Tpu maccoBoit
nosie MmonubaeHa 6onee 1 %, pacTBOp BhIAEPIKHUBAIOT
B TeuyeHue 12 4 1 60J1ee IoTHOro Bb1IeJIEHHUSA BOJIb-
¢$paMoBOM KUCIIOTHI).

Ocagok BoJjib(hpaMOBOF KUCIOTHI OT(PIILTPOBBI-
BaIOT Ha IUIOTHOM pHIIETPE, TTpoMbIBaloT 10-12 pa3
pas6basiieHHoM 1:100 ropsayei coIIHON KUCIOTOM.
PHILTPAT UCIIONBL3YIOT V1A ONpeie/IeHUA MaCcCOBOM
J0JIY OCTaBLIErocs B pacTBoOpe Bosibdpama.

OcaioK IIOMEIAIOT B IPOKaIEHHBIH 10 IIOCTOSAH-
HOW Macchl IUTATMHOBBIN TUreJIb, OCTATKY BoJibdpa-
MOBOM KHMCJIOTEI, [IPUCTaBIIHE K CTEHKAaM CTaKaHa,
OTTHPAIOT KyCOYKOM (PHIIETPa, CMOYEHHBIM pa3bas-
JIEHHBIM 1:2 pacTBOpoM aMMHaka, ¥l IpHCOeUHSA-
IOT K OCHOBHOMY OCaJIKy B ILTATHHOBOM THIJIE.

OcaJI0K BBICYIIIMBAIOT, O30JIAIOT, OTTOHAIOT KpeM-
HUM, IPOKaAJINBAIOT IpH TeMItepaTtype (800 + 50)°C
JI0 TOCTOSTHHOM MacChl U B3BEUIMBAIOT OCAi0OK OK-
cuzoB BoJibgpama (IV), Huobus (V) u npumecei ae-
MEHTOB.

Jasiee ocaJlok CIJIaBJIAIOT C 5 I TIHPOCEPHOKUC-
Jioro kasms, ras pactBopsoT B 30 cm® pacTBopa
BHHHOM KU CJIOTBI C MACCOBOM KOHLIeHTpauueil 200
r/AM3, pacTBOp ITEPEHOCAT B MEPHYIO KOJIGY BMECTH-
MocThio 100 cM3, fotuBalOT Bo0O# 10 MeTKH. IToy-
YeHHBbIH pacTBOP MCHOJB3YIOT JJIf ONpeje/eHNnA
MacCOBOM A0JIM TpUMecer: HUo6Hs, XpoMa, Moaub6-
JAeHa, TUTaHa, JeJjie3a, BAaHaAUA U IPYTHX 3JIEMEH-
TOB aTOMHO-3MHCCHOHHBIM METOJOM C MHAYKTUBHO-
CBsI3aHHOM IUTIa3MOM aproHa.

K ¢unsrparty, ocraBlueMycs I10CJI€ OTAECICHUA
BOJIb(paMOBOi M1 HHOGHEBOM KUC/IOT, IPUIXBAIOT
5 cM® opTodochopHOit KucIoTh! itn 10 cM3 pacTBo-
pa ¢TOpHUCTOr0o aMMOHMSA C MAaCCOBOM KOHLIEHTpa-
mueit 150 r/aM3, eciy CTaIb MM CILIAB COAEPHUT
TUTaH. 3aTeM npuwinBaioT 20 cM® pasbasieHHOM 1:1
CepHOH KHUCJIOTHI U BbINIAPpUBAIOT PAcTBOP [0 €€ na-
poB. OxJIasKAeHHbIE COJIM [IepepacTBOPSAIOT B BOJE,
PACTBOP NEPEHOCAT B MEPHYIO KOJI6y BMECTHMOCTBIO
100 cM3, gomuBaOT BOAOM A0 METKH U UCIIOJIL3YIOT
JUILs1 oTIpeieIEHUA MaCCOBOM 1071 HUOOUA U BOJIbO-
paMa aTOMHO-3MUHCCHOHHBIM METOZOM.

MaccoBy10 10110 371EMEHTOB OIIPeAeIA0T 10 rpa-
IyMpoBOYHBIM rpacdukaM. [pagyrnpoBouHsle rpadu-
KH CTPOSAIT 10 CTaHAAPTHBIM pacTBOpPaM 3JIEMEHTOB.
MaccoByio 10110 HUOOUSA ONpeeAaIoT KaKk CyMMY
MaccoBOH JI0/TH 3j1eMeHTa B QUJIETPaTE U B OCAAKeE.
MaccoByro A0J10 BoJIb(ppaMa ONnpenessioT TaKXkKe,
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CYMMMPYs MacCCOBYIO JOJIIO 3/ieMeHTa B puiasTpaTte  3upoBaHbl [CO, cuHTeTHYeckHe cmecH ([CO H8B,

M B OCaJIKe, CyYeTOM MacCOBOM 0/ ITPUMeECHBIX 371e-  H14B co cTaHAapTHBIM pacTBOPOM HHMO6MA) M IIPO-

MEHTOB COIVIACHO IIPUBEICHHOH BbIIlIE METOHKE. 61 CILUIAaBOB, pe3y/IBTaThl U3MEPEHUI IIPHUBEICHBI B
ITo npeaoxeHHON MeToaNKe ObLIM ITpoaHaM-  Tabn.l, 2.

Tabnuua 1
Pe3ynbraTtbl onpeaeneHns MaccoBow Aonu BonbgpamMa

Homep | MpuHsToe onopHoe | MaccoBsas aons | Maccoeas ponsi| CyMmmapHoe 3HaveHue| S, S, <]
['CO, CC,| sHaueHue MaccoBoi | BonbcpamaB | Bonbgpamas MaccoBoi 4onu

npobbl | aonu Bonbpama, %| dunsrpare, % ocagke, % Bonbdpama, %
H 98 3,07 0,03 3,10 3,13 0,049 | 0,11 0,06
H 8s 6,05 0,15 5,97 6,12 * * 0,07
CC1 13,47 0,11 13,41 13,52 0,083 0,11 0,05
Mpo6a 0,09 10,27 10,36 * * .
cnnaea
XKCeY
CC2 8,26 0,15 8,09 8,24 * * *

S, . - CPeAHee KBaapaTUHHOE OTKNOHEHWe, xapakTepuaylowee NOBTOPAEMOCTb AUHWUMHOTO aHanu3a (napannenbHbiX onpeaeneHui),;

S,, - cpeaHee kBaapaTUiHOe OTKNOHeHWe, xapakTepuaylowee pa3bpoc cpeaHux apudMeTUYecKUx pesynsTatos eAUHWYHOIO aHanwsa
OTHOCUTENbHO obWero cpeaHero 3Ha4eHus;

* - KONMUYECTBO pe3ynLTaTtoB M3MEpPEeHWA HefoCTaTOMHO ANA CTaTUYeCcKOro aHanuaa;

W - oueHka cucremaTyeckow NOrpelwHoOCTU METOAWKM aHanu3a, oHa He3Hauuma Ha ¢oHe cnyyainHoro pasbpoca.

Ta6bnuua 2
Pe3ynbrathl onpeaeneHnMs Maccoesou Aonu HUobus
Homep | MpuHsaToe onopHoe | Maccosas aonst HMobus MaccoBas gons CymmapHoe 3HaveHue
'CO, CC [3HayeHune maccoBomn B hunbrpare, % H1Mobus 8 ocaake, % maccoBoun gonu Hmobus, %
nonuv H1obus, %
H9s 0,82 0,12 0,69 0,81
CC3 0,50 0,03 0,41 0,49
CC4 0,50 0,10 0,38 0,48

TaxumM oO6pa3oM, JOKa3aHa BO3MOMXHOCTb OQHO-  AE€JI€HUA MacCOBOMH J0JIM NpUMecel B 0CaJike BOJIb-
BPEMEHHOTO OITpeAe/IeHHA MacCOBOI o Boiibdpa-  ¢paMoBoi 1 HUOGHEBO KHCIOT

Ma M HHO6HA B CIIJIaBax C MacCcoBO¥ AoJieit HHo6usa Paspa6oTaH IIPOEKT HOPMATHUBHOIO AOKYMEHTA
1o 1 % rpaBUMETPUYECKUM METOOM. Ha MBH maccoBo¥i 101 BosibppaMa rpaBUMETpU-
ATOMHO-3MHMCCHOHHBIN METOJA C MHAYKTHUBHO-  Y€CKUM METOJOM B JIETMPOBAHHBIX CTAIAX U CIJIa-
CBA3aHHOH IUTa3MOM aproHa MpUMEHEH JUIA ONpe-  BaxX Ha HUKEJIEBOH OCHOBE, COAEPMKaILMX HUOOHIA.
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METOD FOR GRAVIMETRIC DETERMINATION OF TUNGSTEN IN NICKEL ALLOYS IN PRESENTS OF
NIOBIUM
Babicheva E.A.

It is shown that the gravimetric determination can be used for contents of tungsten and niobium in
nickel alloys.

The method of atomic-emisson spectrometry with ICP is used in the analysis of admixtures in tungsten
and niobium acids precipitate.
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