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TOCYODAPCTBEHHBMHA CTAHAOAPT COWNW3A CCP
o

CIIJIABBI M JIMT ATYPbI PEAKHX METAJIJIOB

Meroza onpe/iefieHns TAHTaNa I'oCT

Alloys and foundry alloys of rare metals. Method for 25278.14—87

determination of tantalum

OKCTY 1709

Cpox peiicreusn ¢ 01.07.88
po 01.07.93

HecoGmioaeHMe CTAHAAPTA NpecHeAyercs no 3aKOoHy

HacroAamwmit cTaHgapT YCTaHaBIMBAaeT 3KCTPAKUHOHHO-HOTOMETPHUECKHMI
METOJ onpeneyieHua TaHTana (or 4 o 35 %) B clUIaBax Ha OCHOBE HHOOMA M
rapHuA.

MeTOn OCHOBEH Ha M3BJICUCHMM TaHTaNa M3 TaprpaTHO-CYNbGMATHOU Cpefbl
CMECBI0 TONYOJia M aneToHa (9:1) B BHae ¢pTOpOTaHTaNaTa OPHILIMAHTOBOTrO 3€-
JICHOT'0 ¥ POTOMETPHPOBAHMH OKPACKH 3KCTPAKTA.

1. ObIMME TPEBOBAHHA

1.1. O6ume TpeboBaHUA K METONAM aHAJIM3a U TpeGOBaHUA 6e30MaCHOCTH —
no 'OCT 26473.0—85.

2. ATIIIAPATYPA, PEAKTHBbBI H PACTBOPDHI

QoroanekTpoxonopumMerp ®IK-56 unu aHanoruyspni n1puodop.

[InuTKa 3neKTpHYecKasn.

JnexTpolneys MydessHasA ¢ TeEpMOPErynaropoMm, obecneunBalomas TeMiepa-
rypy no 1000°C.

Bech1 aHaJIMTHYECKHE.

Bechb! TeXHUYECKHE.

Kon6s1 mepHbie BMecTHMOcTbio 100, 250 1 500 cm3.

MMuneTxu ¢ neneHussMM BMecTHMOCTbIo 1,2, 5 u 10 cmP.

ITvneTxy ¢ NOPLIHEM C JeJIeHHAMH BMecTUMOCTbIo 10 cmP.

MpoGupxK cTexnAHHbIE BMecTHMOCTbIO 20 cMm°.

HTatus ps NpoGUpOK, OKeeHHbIN YepHOi GyMaroi.

Hapauue opunHansHoe IlepenevaTrxa BOCHpeIeHa
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[IuMHApLI KBapleBble ¢ MPHTEPThIMH Npobikamu BMecTHMOCTbI0 S0 oM.

CexyHOOMep WJIM NeCOYHbIe Yachl Ha 1 ¥ 3 MUH.

TUrnu KBapueBble BHICOKHE BMECTHMOCTBIO 40 cM° .

Kucnora cepuas no I'OCT 4204—77 u pactBop 9 mons/om° .

Kucnora cpmpucmnonoponnaa no I'OCT 10484—78 u pactsop 2 MOnb/aM°.

Ha'rpun cepuoxncnbm mupo o 'OCT 1834478, npensaputensHO MpoOKa-
neHHbIi py 200—250°C B Tevenne 5—10 muH. [Tnas oxnaxgaiT, pa3GuBaloT Ha
KYCKH, TOMeNaoT B 6aHKY C MPUTEPTOH IIPOOKOH.

Ammonuit BuaHOKHCbIM o TOCT 4951—79, pacteop 50 r/om® (oTdunsT-
POBAHHBIA uepe3 (GHIIBTP CpelHEH IUIOTHOCTH ,,0enas J1eHTa’’); TOTOBAT B [I€Hb
yIOTpeOIIeHUA .

PactBop gna paaﬁaBneHHﬂ rOTOBAT cneny}oumm o0pasoM: B MepHYIO KOJI-
6y BmecTHMOCTBIO 250 cMm? npnnnaamr 200 cMm? PacTBOpa BUHHOKHCIIOTO aMMO-
HuA 50 r/fnm?, nobasnsor 20 cM® pacTBOpa cepHOil KHCIOTHI 9 Monb/aM> M g0-
BOOAT 10 MeTKH BOOOH. PacTBOp roTOBAT B IeHb YNOTpEOIIeHUA.

AMMOHHMH waBesnieBokuchkit 1o F'OCT 5712-78, pacrsop 50 r/om°.

Aueron mo I'OCT 2603—-79.

Tonyon no I'OCT 5789-78.

CMech Tonyona ¢ aleTOHOM ¢ COOTHOLIeHHeM 00beMOB 9:1, TOTOBAT B ieHD
ynoTpebiieHu.

BpunnuanToBblf 3eneHbli, pacTBop 15 I‘/,IIM , TOTOBAT CIEAYIOLIAM 00pa-
30M: 7,5 r Kpacurens pacrsopawr B S00 cM® BoAw! Np¥ HarpeBaHWM He BbIlle
60°C, OCTaBNAOT CTOATH B 3aTEMHEHHOM MECTe B TeueHHe 2—3 IHeit, 3aTeM OT-
cbunhrponbmamr yepe3 2 IUIOTHbIX ¢UIbTpa (,,CHHAA JIEHTAa); PacTBOP XPaHAT
B TEMHBIX CKJIAHKAX.

Taurana (V) oxuch, comepxamas He mMeHee 99,9 % OCHOBHOTO BELICCTBA.

TanTan Metannuyeckuit, copepkalivu He MeHee 99,9 % ranrana, B BHIe Mell-
KOH CTPYKKH.

CraHpapTHbIA pacTBOD TaHTana (3amacHoi) , comepxaumii 0,5 mr/cM® TaHTa-
na: 0,1 r Metaymuyeckoro taHTtana wiu 0,1221 r oxkUCH TaHTana MOMeEILA0T B
KBapueBbId THreNb, 100aBAAIT 3—4 r NHpOCyibdaTa HATPUA K CNIIABJIKIOT B MY-
¢=ne npu 800—900° C oo nonmyueHus npo3payHoro mwiaBa. Ecy cIasjieHHe npo-
UCXOMHUT HEIONHOCTHI0, IUTaB OXJNaXxaawT, nobasnAT 3—5 Kamnejap KOHUEHTPH-
POBAaHHOH CEpPHOH KHCJIOThI H BHOBb CIUIABJIAIT OO ITONTYYEHHA XMOKOro mpo-
3payHoro Iasa. Ilpy HeoGXOOMMOCTH MNpouUEAYpPY MAOIUIABJICHHSA MOBTOPAIOT
2—3 pa3a ¢ gobasneHHeM KOHUEHTPHPOBAHHOR cepHoMl KHCOThI. [ImaB pacrso-
PAIOT NP KUNAYeHUH B 50 cM> ropsyero pacTBopa 1aBeneBOKHCIOrO aMMOHUA,
NepeBOAAT PacTBOp B MepHyI konby BmectuMocThio 200 cM®, oxnaXaaror, mo-
BOOAT 0O METKH pacTBOPOM ILABENIEBOKHCJIOFO aMMOHUA H TepeMellIHBaIOT.

PactBop rtaHTana (paGoumit), copmepxammi 10 Mxr/cm® TaHTana, rOTOBAT
B H,EHb yrorpebnenu cnenymumm oOpa3zoM: B MepHYI0 KOOy BMECTHMOCTBIO
50 cm? nepenocm MUNeTKOH 1 cM’ CTaHOapTHOrO 3aMacHOIO pacTBOpa TaHTana,
n0GAaBNAIOT 4 CM® pacTBOpa CEPHOM KHCIIOTbI KOHLEHTpaLHeR 9 Mons/aM> U 110-
BOIIAT 0 METKH PacTBOPOM BUHHOKHCIIOTO aMMOHUSL.
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3. TIPOBEJEHHUE AHAJITH3A

3.1. Hasecky aHamm3upyemMon npo6sl Maccoit 0,1 r nomMeanT B KBapueBbld
TUrens, Jo6aBnAT 3—4 T NUpOCynbdara HaTpusd, HECKOJIBKO Kallellh KOHUEeHT-
pHpOBaHl-IOH CepHOH KHCIIOTBI ¥ CIUTAaBJIAIOT B Mydene npu remneparype 700--
800° C mo mosyueHis Mpo3payHoro mnasa. Ecnu cruiaBnenue [IPOHCXOIMAT HEro-
HOCTBIO, TUTaB OXJIAXIAIT, H00aBnAT 3—5 Kame/lb KOHUEHTPUPOBAHHOK CepHOH
KHMCIIOTHI M BHOBb CIUIABJIAT O NOJYYeHMA MXHUAKOrO MpO3pauHCro IUIaBa.
[Ipu HeoOXOMUMOCTH Npoueaypy HOIUIaBIeHHA NOBTOPAIT 2—3 pa3a ¢ fobasie-
HHEM KOHIEHTPUPOBAHHOH CEpHOM KMCJIOThI; 3aT€éM CEepHYl0 KHCIOTY IIOJI-
HOCTBIO YIOANAIOT HarpeBaHUEM [0 IIpeKpalleHUA BbUIETICHMA IAPOB CEPHOM KHC-
NTOTHI.

[InaB pacTBOpAIT Npu KUNAYeHHH B 30 cM > pacTBOpa BUHHOKHCIIOTO aMMO-
HHA, IEPEBOMIAT B MEpHYI0 KOJIGY BMecTHMOCTBIO 50 CM* , 0XTaXIal0T, OBOAAT
00 MeTKH pacTBOpPOM BHHHOKHMCIIOI'O aMMOHUS, NIepeMeIMBaIOT. OTGHpamT [TH-
nencou 1 cmM® pactBOpa B MepHyIo KOJIGy BMECTHMOCTBIO 25 ¢cM>, M06aBIIAio0T
2 ¢cM’ pacTBOpa CEpHOH KHMCJIOTHI 9 MONB/AM’, IOBOOAT 10 METKH PacTBOPOM
BHHHOKHCIIOIO aMMOHMA M IIe peMEILMBAIOT.

3.2. Jlna onpeneneHysa TaHTana B KBapueBhIH LMIHHIP OTOHpAIoT 2 cM> TIo-
JIyYeHHOrO pacTBoOpa, pasbasnswnT mo 10 cm’ pacmo;)om njist pa3basiieHHA,
pobasnawT 10 cM® cmecu mnyo.na C auemuom 2 ¢cM ° pacTBOpa PTOPUCTOBO-
MOPOAHOM KHUCIIOTHI 2 Moib/AM®, 1 cM® pacTBopa GpUUIMAHTOBOIO 3€JIEHOTrO.
JHEpruyHO BCTPAXHBAIOT UWIHHIAD B TeueHue 1 muH. Uepe3 3 MHH OTOHpaloT Cy-
X0l MMIETKOM C nopuIHeM 7 cM? 3KCTpakTa, KOTOpHIA NEPEHOCAT B IPOGHPKY,
coaepxauiyo 3 cM” aneroHa. U3mMepsior oNTHYECKYIO IUIOTHOCTh 3KCTpPAaKTa Ha
($HOTOINEKTPOKONIOPUMETPE MNMPU A 1oy = 640 HM B KI0OBETE C TOJMILUMHOHK MOTIIIO-
mawuero cset ¢j10a 10 MM MO OTHOLUEHHIO K BOJIE.

3.3. KoHTpOsIpHEIA ONBIT NMPOBOOAT Yepe3 BCE CTAMM aHAJIU3a OJIHOBpEeMEH-
HO C aHaJIM30M cepHH npo6. OnTHYeckas MIOTHOCTh pacTBOpa KOHTPOJIBHOTO
ONbITa 1O OTHOILLUEHMIO K BOe He noyikHa npesbnuars 0,02—-0,03, B MpOTHBHOM
CIIy4ae MEHAIOT PEaKTHBEI.

Maccy TaHTana HaxogsaT Mo rpagyupoBOYHOMY I'paduKy.

32.[locTpoeHne rpagfyUpoOBOUYHOro rpaduka

B kBapuesbie UMIIHHOPHI C MPHTEPTHIMH HpOﬁI{aMH npunuBait 0,1; 0,2;
04; 08; 1,0; 1,5; 2,0; 2,5; 3,0; 3,5 u 4,0 cM’ pabouero pacrsopa TaHTana,
YTO COOTBETCTBYET l, 2,4, 8, 10, 15, 20, 25, 30, 35 1 40 Mxr TaHTasa, pa3baBiif-
joT 7o 10 cm® pacTBopom nns pazbaenenus, no6apnsior 10 cM? cMecu Tonyona
C aleToOHOM, 2 cM> pacTBOpa (PTOPHCTOBOLOPOAHON KHCIOTHI 2 MONb/IOMS;
1 cM’ pacTBOpa GpUIITMAHTOBOTO 3€JIEHOro. IHEPruuHO BCTPAXHUBAKT WMITHHIPHI
B TeueHue 1 MMH. Yepes 3 MuH oTGHMpaT cyxoil MMIETKOM C IO OpuIHEM 7 cm?
IKCTPaKTa, KOTOPBIH MEPEHOCAT B NMPOBHUPKY, coaepxawyio 3 cM” aneroHa, U3-
MEpSAIOT OINTHYECKHE IUIOTHOCTH 3JKCTPAaKTOB Ha (POTOINEKTPOKOIOPHMETPE
OIK-56 iput A .« = 640 HM B KKOBETE ¢ TOJLUMHOM IOTJIOWAIOLIETO CBET CJIOA
10 MM 110 OTHOLLIEHHI0 K BOJIE.
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[To mosyYeHHBIM JAaHHBIM CTPOAT IPaflyMpOBOYHBIA I'padHK B KOOPIOMHATAX
ONTHYeCKas IUIOTHOCTb — Macca TaHTana. OraenpHble TOYKH rpadHKa NpoBepsIoT

OOHOBPEMEHHO ¢ IpOBe/leHHEM aHanu3a 1poo.

4. ObPABOTKA PE3YJIbTATOB

4.1 MaccoByio omo taHTana (X) B MPOLEHTaX BBIYHUCAAKT No popmyne

m-V-V,

X= - 1074,

m, -V, V;
rjae m — mMacca TaHTajla, HauJieHHas 10 rpaayupoBOYHOMY I'padHKY, MKT;
V — BMECTMMOCTb MEPHO# KOJI0BI IIpH IepBOM pa36aBiIeHHH, cM > ;
Vi —BMECTHMOCTb MEPHO#M KO/6bI IpH BTOPOM pa36aBlieHHH, cM° ;
V> — 06beM aJIMKBOTHOH YaCTH pacTBOpa, B3ATHIN /1A pa3baBiieHUA, CM
V3 — 06beM aIMKBOTHOM YaCTH pacTBOpPa, B3ATHIA AJIA ONpENCICHHA, CM° ;
m; — MAacCca HaBeCKH aHaJIM3HPyeMOH IIpOOkI, I.
4.2. PacxoxqpeHus MexOy pe3ylibTataMM ABYX NapajulelibHbIX OIpeaerne-
HHH M pe3yJIbTaTaMH OBYX aHAJIM30B He JOJIXKHBI IPEeBBILIATH 3HAYCHUH JOMYCKa-
eMBIX PACXOXKNEeHHH, IPUBEICHHBIX B TaONHIe.

3.
>

Maccosasa gonna JdonyckKaeMsie pac- Maccosan gons JdonyckaeMplie pac-

Taurana, % X OXIeHun, % xoxneHuws, %
4,0 0,3 20,0 1,4
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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HHOOPMALIMOHHLIE [TAHHLIE
. PASPABOTAH U BHECEH MunucrepcrBom nsetnost merauryprun CCCP
UCIIOJIHUTEITIN

E.C. HJavmmuu, T .M. MamoTnHa

. YTBEPKIEH U BBEJIEH B JEHNCTBME Iocranosnennem I'ocynapcrBen-
nore xkomurera CCCP no crarpapram or 29 oxkrsaOpa 1987 r. Nt 4091

. Cpok nposepkn — 1993 r.
[HepuHogHUHOCTS NPOBEPKH — 3 NeET.

. BBEOAEH BIIEPBBIE
. CCBUIOYHBIE HOPMATHBHO-TEXHHYECKHUE NOKYMEHTDI

O603nauenne HT I, Ha XOTODBIHA DaKn2

Home . T8
CChHITIKA P pasfena, myHK

FOoCT 2603-79
I'OCT 4204-77
I'OCT 4951-79
FroOCT 571278
T'OCT $789-178
I'OCT 1048478
I'OCT 18344-78
I'OCT 26473.0—835
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