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TOCYAAPCTBEHHBMM CTAHOAPT COKW3A CCP
S

CIUIABBI M THTATYPbl PENKHX METAJIJIOB

Meron onpefenenus rantana rocr
Alloys and foundry alloys of rare metals. Method for 25278.14—87
determination of tantalum
OKCTY 1709
Cpox peficrsus ¢ 01.07.88
no 01.07.93

HecoGmonenne crafapra npecneyerca Ho 33KOHY

Hactofmmii CTaHZaprT yCTaHaBIMBAaeT 3KCTPAKUMOHHO-GOTOMETpHUeCKHi
MeTof, onpenenelua Tautana (ot 4 mo 35 %) B CIUIaBax Ha OCHOBe HHOGHMA M
radpuus.

MeTon OCHOBaH Ha M3BJICUEHWM TaHTANA K3 TAPTPATHO-CyNbdhaTHOHR cpemn
CMechbio ToNyona M auetosa (9:1) B Buge ¢ropoTanTanarta GpHIUIMAHTOBOrO 3e-
NIeHOro ¥ GOTOMETPHPOBAHUM OKPACKH SKCTPAKTa.

1. OBMHME TPEEOBAHHUA

1.1. O6ume Tpe6oBaHUA K METONAM aHaIM3a U TpeGoBanusa Ge30MaCHOCTH —
no I'OCT 26473.0-85.

2. ATIITAPATYPA, PEAKTHBbI H PACTBOPBI

®oroanextpoxonopumerp GIK-56 unu aHanornuHsii npu6op.

TInutka snmexTpHYecKas.

dnexTpofieus MydensHaA ¢ TepMOpPerynaTopoM, oGecleuBalomasn TemMrnepa-
TypY mo 1000°C.

Becnl aHayMTHUECKHE.

Becb! TexHUYeCKHeE.

Kon6b MepHbie BMecTHMOCTBI0 100, 250 1 500 em®.

TIuneTiH C NeNeHHAMYM BMECTHMOCTBIO 1,2, 5 1 10 cM®.

TymeTxH ¢ NOPIUHEM C AeneHnaMH BMecTumocTsio 10 cm3.

TIpo6HpKH CTEKNAHHBIE BMECTUMOCTBIO 20 cM’ .

HlratuB i MpoGHPOK , OKIeeHHbIH YepHO# GyMaroi.

H3panmne opuupanshoe Mepenevarxa BOCNpelLUeHa
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LIMnuHApL! KBaplieBEle ¢ NPHTEPTHIMHM Npobkamyu BmecTHMOCThIO 50 cM>.

CexyHOOMep MIIM NecouHble yachl Ha 1 # 3 MuH.

THUr7H KBapUeBble BEICOKHE BMECTUMOCTBIO 40 cm3 .

Kucnora cepuas no I'OCT 4204—77 u pactsop 9 mons/am> .

Kucinora drropucrononopomlan no I'OCT 10484—78 ¥ pacteop 2 Mosb/aM3 .

Ha-rpun cepuoxucnbm mupo no TOCT 18344—78, npeppaputensHO NMpoKa-
nexusiii ipu 200—250°C B Tevenne 5—10 muH. ITnas oxnaxiqaiot, pasGuBaior Ha
KYCKH, TOMeIaioT B 6aHKy ¢ MpHTepTOH NPoOKoi.

Ammonnit Bunnokucnbni o TOCT 4951—79, pactsop 50 r/em® (oTdunsT-
pOBaHHBIH uepe3 GUILTP CpefHeH MIOTHOCTH ,,6enas NeHTa’); rOTOBAT B [eHb
ynoTpeGieHus.

PacrBop ana pasﬁannemm TOTOBAT ClIeMylonym 06pa3oM: B MepHYI0 KOJI-
6y BMecTHMOCTBIO 250 cM® npmmnamr 200 cm? PacTBOpa BUHHOKHC/IOTO aMMO-
nua 50 r/am®, po6asnsor 20 cM® pacTBOpa cepHoil KMCIOTH 9 Mons/aM> M f10-
BOIST 0 METKH BOAOH. PacTBOp roToBAT B [IeHb yNoTpeGienus.

AmMonnit wasenesokucnrtit no M'OCT 5712-78, pactsop 50 r/am>.

Aueron no I'OCT 2603-79.

Tonyon no I'OCT 5789—78.

Cmech TONTyona ¢ aleTOHOM ¢ COOTHOLIeHMEM 0GbeMOB 9:1, TOTOBAT B AeHD
yHOTpeGIIeHUs.

BpunnnauroBsii 3eneHblii, pactBop 15 r/aM®, roToBaT cnenyoumm obpa-
3oM: 7,5 T Kpacutesia pactopsioT B 500 cM> BOApI NpH HArpEBaHWHM He BbILLE
60°C, OCTaBNAIOT CTOATH B 3aTEMHEHHOM MeCTe B TeueHue 2—3 MHeil, 3aTeM OT-
q)vmb'rponbmamr yepe3s 2 IUIOTHBIX ¢unbTpa (,,CHHAA JIEHTA’’); pacTBOpP XpaHAT
B TeMHBIX CKIIAHKAX.

Taurana (V) oxwuch, comepxamas He meHee 99,9 % OCHOBHOrO BEWICCTBA.

Tanran MetaiumMyeckHrit, cofgepxaniuii He MeHee 99,9 % Tanrana, B Bufe Meln-
KOH CTPYyXKH.

CTaHjapTHBIA PacTBOp TaHTaNa (3anacHol) , comepxaumii 0,5 mr/cm® TauTa-
na: 0,1 r Meramnueckoro taurana wiM 0,1221 r okHMcH TaHTana NOMELIAIT B
KBapleBbld THreNb, 06aBna0T 3—4 r MupocynbdaTa HaTpUA K CNIIABJIAIOT B MY-
¢zne npu 800—900" C mo nomyueHus 1po3payHoro wiaBa. Ecny ciutasneHne npo-
MCXOIHT HeNOJIHOCTbIV, IUIAB OXJIAXOAIT, H06aBnsoT 3—5 Kaneyb KOHUEHTPH-
POBaHHOW CEpHON KHCIIOTHI H BHOBb CIUIABJIAIT A0 IMONYYEHHA XHAKOro mpo-
3payHoro IuiaBa. IIpy HeoGXOmMMMOCTH NpouUEAypy MAOMNIABJIEHHA NOBTOPHIOT
2—3 pa3a c noGaBneHneM KOHIUEHTPHPOBAHHOH cepHoil kucnorel. Ibias pacrso-
PAIOT NPH KUNsueHUK B S0 cM® TOpsAUero pacTBOpa WABEeBOKHCIOTO AMMOHMS,
NIepeBOAAT PAacTBOp B MepHYI0 konby Bmectumoctsio 200 cm?, oxnasx@aior, fo-
BOIAT A0 METKM pacTBOPOM IUABENIEBOKHCIIOFO aMMOHHA M TiepeMelIHBAOT.

Pacrsop Tantana (pa6oumit), comepxammii 10 Mxr/cm® TauTana, rOTOBAT
B neHb ynorpebnesus cnenyxoumm o6pasoM: B MepHYI0 K00y BMeCTHMOCTBIO
50 cm® nepeﬂocm nunetkoi 1 cM> CTaHZapTHOrO 3aNaCHOTO PacTBOpA TAaHTANa,
mo6assAioT 4 cM® pacTBOPa CepHOI KACTIOThI KOHLEHTpauKedt 9 Moib/aM> U no-
BOAAT 10 METKH PaCTBOPOM BHHHOKHCIIOI'O aMMOHMS.
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3. MPOBEJEHHUE AHAIIH3A

3.1, HaBecky aHanu3upyeMoit mpo6sr Maccoit 0,1 r MOMeIaoT B KBapueBblid
THTens, RobaBnAT 3—4 T NUpPOCynbpaTa HATPHA, HECKONLKO Kamejlb KOHIEHT-
pnpoaamiou CepHO KHCIOTBI ¥ CIUIABNAT B Mydene npu teMneparype 700
800°C o monmyuemis mpo3payHoro mnapa, Eciy criaBneHue IPOMCXOMMT HeMoN-
HOCTBIO0, IU1aB OXJIAXKIAKT, B0GABNANT 3—5 Karnenb KOHUEHTPHPOBaHHOH cepHOM
KHCIIOTHI ¥ BHOBb CIUIABNAIOT O MNONYYEHHA >XMAKOrO MPO3PayHCro IUIaBa.
[Ipu HeOBGXOAMMOCTH NMpOLERypy AOIUIaBIIeHHs NOBTOPAIT 2—3 pa3a ¢ oGasre-
HMEM KOHLEHTPHPOBAHHOH CEpHOM KMCIOTHI; 3aTeéM CEpHYI0 KHCIOTYy IOn-
HOCTBIO YOANA0T HarpeBaHWeM [0 IIpeKpalleHUs BhIIeIeHHs [IapOB CEPHOM KHC-
TOTBI.

IInas pacTeopsioT MpH KunAueHuu B 30 cm 3 pacmopa BHHHOKHCIIOFO aMMO-
HHs, IEPEBOIAT B MEPHYI0 KOGy BMECTHMOCTBIO 50 CM® , OXITAXIAI0T, OBOMAT
[0 METKH pacrnopom BHHHOKHCIIOTO aMMOHUA, llepeMeLMBAIOT. Orﬁnpaxor nu-
ne'rxou 1 cM® pacTBOpa B MepHYI0 Konby BMecTHMOCTBIO 25 cM3, Ho6aBsioT
2 cM® pacTBOpa CepHO#l KHCIOTEI 9 MOMb/IM®, IOBOMAT A0 METKH PacTBOPOM
BHHHOKHCIIOTO aMMOHHS ¥ NIepeMEILMBAIOT.

3.2. Jins onpeneneHus TaHTana B KBap.leBbIH mwiHHAp o16Mpater 2 cM To-
JIy9eHHOro pacTBOpa, pa3basnsaior mo 10 cm? pacmo?om pns pasGasneHus,
pobasnsawr 10 cM® cmecu ronyona c auemHOM, 2 cM ° pacTBOpa PTOPHCTOBO-
mopomHo#t xuciaoTsl 2 Monb/aM®, 1 cM® pacTBOpa GPWIHAHTOBOrO 3€JIEHOrO.
JHepruyHO BCTPAXHBAIT UMIMHAD B TeueHHe 1 muH. Uepes 3 MuH orGHpalor Cy-
XO# MHMIETKOH C nogumeM 7 cm® 3KcTpaKTa, KOTOpHI NEPEHOCAT B POGHPKY,
copepxauryio 3 cM® aneroHa. U3mepsioT ONTHYECKYIO ILIOTHOCTh IKCTPAKTa Ha
($oT03MeKTPOKONOPUMETpE NIPH A ax = 640 HM B KloBeTe C TONIUMHONK MOrIIO-
HIAOTEro CBeT c10A 10 MM MO OTHOLIEHHIO K BOJIE.

3.3. KoHTpOnBHEIA ONBIT MPOBOJAT Yepe3 BCE CTAXMM aHAIW3a OIHOBpEeMEH-
HO C aHanM30M cepHH mpo6. OnTHYeckas MIOTHOCTh PacTBOpa KOHTPOJILHOrO
OMbITa MO OTHOLIEHKIO K BOJE He MoMxkHa npesbiuats 0,02—0,03, B NpoTHBHOM
CIy4ae MEeHSIOT PeaKTHBBI.

Maccy TaHTana HaxoOAT MO rpalyHpoOBOYHOMY rpaduky.

32.MocTrpoeHne rpafyupoBOYHOro rpadpuka

B xBapuesble UMIHHAPH! C NMpHTEpTHIMU Npobkamu mpwmmeator 0,1; 0,2;
04; 08; 1,0; 1,5; 2,0; 2,5; 3,0; 3,5 u 4,0 cM® paGouero pacTBopa TaHTana,
4TO coomercrsyer 1,2,4,8,10, 15, 20, 25, 30, 35 u 40 Mxr Taﬂrana pa3Gasns-
ot g0 10 cm® pacrnopom nns pa3basnenus, noGapnsior 10 cM> cmeck ronyona
c aueronom, 2 cM® pacTBOpa (TOPHCTOBONOPOMHOH KHCIOTH 2 MOnb/am;
1 eM® pacTBOpa GpHILTHAHTOBOTO 3€NeHOro. JHEPrHUHO BCTPAXUBAIOT UHITMHOPDI
B TeyeHue 1 muH. Uepes 3 MuH OTGHpaloT CyXoOi NMUNETKO#H C IO 3pun-leM 7 cM®
3KCTPaKTa, KOTOPbIil IepeHOCAT B MPOGUPKY, conepiauryio 3 cM” auerona. Hs-
MEpAIOT ONTHYECKHME IUIOTHOCTH 3KCIPAKTOB Ha (POTOINEKTPOKOIOPHMETpE
®3K-56 nput Ay, = 640 HM B KIOBETe C TOJNLIMHOMN [OTTIOWIAIOLIETO CBET CIOA
10 MM 110 OTHOILIEHHIO K BOf€.
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Ilo monyueHHBIM JaHHBIM CTPOAT I'PaflyHPOBOUHBIA rpaduK B KOOPOMHATAX

onTHYecKas IWIOTHOCTh — Macca TaHTana, QTAensHbIe TOUKH rpaduKa NpOBEPI0T
OOHOBPEMEHHO C POBeIcHHEM aHaim3a Npob.

4. OBPABEOTKA PE3YJIbTATOB

4.1 MaccoByio nomo TanTana (X) B MpOLEHTAX BRMMCAAWT MO dopMmyne
m-V-V,

X= .« 1074,
m -V, Vs
T7ie m — Macca TaHTajia, HalJieHHas N0 IrpagyupOBOYHOMY IrpaduKy, MKT;
V — BMeCTHMOCTb MepHO# KOJIGbI IIpH NepBOM pa36aBiieHnH, cM > ;
¥y — BMeCTHMOCTh MEPHON KONGbI NPH BTOpOM pa3GaBineHun, cm> ;
V2 — 06beM WIMKBOTHOMR YaCTH pacTBOpa, B3ATHIN ONA pa3GaBlieHud, cM?;
V3 — 06beM anMKBOTHOM YaCTH pacTBOpa, B3ATEIA [IA OHpeeNneHns, CM° ;
m; — Macca HaBeCKM aHaJIM3upyeMO# TIposbi, I.
4.2, PacxoxpeHus MeXIy pe3y/ibTaTaMM [BYX IapaulefibHEIX OIpeqene-
HHA H pe3ynbTaTaMH ABYX aHAJM30B He JOJDXKHBI IPEBILIATh 3HAUCHMHA HOMyCKa-

eMBIX PACXOXIeHuMI, IPUBEIEHHBIX B TaGmHIle.

MaccoBas gonsa JonycKkaeMbte pac- Maccosas pons Honyckaemsre pac-

Taurana, % xoxpenus, % ranrana, % xoxpuenust, %
4,0 0,3 20,0 14
6,0 04 22,0 1,5
8,0 0,5 24,0 1,6
10,0 0,7 26,0 1,7
12,0 0,8 28,0 1,8
14,0 0,9 30,0 1,9
16,0 1,0 35,0 2,2
18,0 1,2
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