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FTOCYRAPCTBEHHBHA CTAHRAPT COIW3A CCp

CIJTIABBE M JIMTATYPbI PEAKMX METANOB

Merop onpepenenus rapHus FOCT
Alloys and foundry alloys of rare metals. 25278-3—82

Method for determination of hafnium

OKCTY 1709.

Cpok peicreua c 01.07.83
o 01.07.93

Hecobniogenne cTaHjapra npecnefyercs No 3aKOHY

Hacrosuyit cranpapT ycraHaBiuBaer (OTOMETPHYECKHII MeTOR,
onpexaesnenns raduus:

or 1 no 10% — B cnnaBax (sHratypax) Ha GCHOBe TaHTajda (KOM-
[OHEHTH: BoJb(pama He Gosee 30%, penust He GoJee 15%);

or 1 no 3% — B cmnaBax (AMrarypax) Ha OCHOBE HTTpHSI.

Meroz ocHOBaH Ha 00pa30BaHHH OKPALIEHHOrO KOMIIJIEKCHOTO COe-
IHHeHUsl TadHHUS C KCUJIEHOJNOBBIM OpPAaHXKEBBIM B  CEPHOKHCJOM
0,2 mouab/am® pacrBope. I'maposnns TaHTasa (OCHOBH CIIaBa) Ipe-
JOTBpAINAIOT BBeLeHHEeM IepeKHcu Bopopoza. Ilorsoimenne kommiex-
COB TAHTaJ1a, BoJAbdpamMa ¢ KCHJIEHOJOBHIM ODAHXEBHIM YYHTHIBAIOT,
H3MepAs CyMMapHOe NOIVIOLleHHe KOMIIEKCOB TaHTaja, BoJb(pama
M raQHHus [0 OTHOUIEHHIO K APYroil paBHOH aJHKBOTHOH YacTH Npo-
6B, B KOTOpPYl0 A006aBjeH TPHIOH B, MacKHpYIOLHH TOJNbKO Ia(HHMH.
OnpejeneHuio He MewamoT A0 2 Mr Boabtppama, A0 10 Mr peHus H
HTTPpHA B (OTOMETPHPYEMOM pacTBOpe.

1. OBLUME TPEBOBAHUA

1.1. O6mue TpeGoBaHHs K MeTojaMm aHa/lu3a H TpeGoBanHa Oe-
sonacuoctd — 1o I'OCT 26473.0—85.
(Usmenennas pepaxkuus, Ham. Ne 1).

2. ANNAPATYPA, PEAKTUBbI M PACTBOPBI

doroanekTpokojopumerp Mapku PIK-56 uanm aHaJIOTHUHBIA NpH-
Gop.
IlanTka snexkrpuueckas.

Mapanue oduumansnoe MNepeneyarka socnpeujeHa
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duekTponeub MydeabHas ¢ TepMOpPeryJIsTopoM, obecnedynBarolas
remnepatypy zo 1000°C.

Bechl aHaluTHYECKHE.

Becbl TexHHuecKHe.

Koa6er Mepurie BMecTuMocTsio 50, 100 u 200 cm3.

TTunerku 6e3 peneHus Ha 1, 2, 5 n 10 cm3,

Mukpo6iopeTrka BMECTHMOCTBIO 5 cM3,

CrakaHbl XUMHYECKHe BMecTUMOCTRIO 100 cM3.

CTexsa yacoBble,

THIJI¥ KBapiieBble BEICOKHE BMECTHMOCTbIO 40 cMm3.

Ammonuit cepHokucastit no FOCT 3758—75.

Kanu#i nupocepHokucasi no 'OCT 7172—76.

Kucnora ceprasi no 'OCT 4204—77 u pasbasienHas 1:3 u pacr-
eop 0,5 MoJb/ame.

Boaopona nepexuck mo F'OCT 10929—76.

Conp nunarpueBas stuieHauaMuH — N, N, N’, N’ — rerpaykcye-
HOH KHuCMOTH, 2-BoAHas (tpuacH B) mo I'OCT 10652—73, pacrsop
0,05 moan/nM?; roTtoBAT cjeny:omuM ofipazom: 18,6 r Tpuiona b
PacTBOPAIOT B BOAE NPH HAarpeBaHHH (eCAH pacTBOpP MYTHBIHA, €ro
$UALTPYIOT), NEPEeBOASIT B MEpPHYI0 KOJOy BMECTHMOCTbIO 1 AM3, OX-
JIaXAAI0T ¥ JOBOASAT A0 METKH BOLOH.

KcunenonoBrlii opanKeBblil, BOAHBIA pacTBop 1 mrjems.

Taduauit Merannnueckuil, cofepxamuii He MeHee 99,9% raduus.s
BHJE NOPOMIKA HJIH MEJKOH CTPYKKH.

CrannaptHbii pacTBop raduus (3anachoit), comepxamuit 1 mr/cm®
rapnua: 0,1 © MeTajanuyeckoro radHHs NMOMEUIAIOT B KAPOCTOAKHI
CTaKaH H PacTBOPSIOT IIPH HarpeBaHHWu B 3 cM3® KOHIEHTPHPOBAHHOM
cepHOH KHCJA0TBH B mpHcyterBuy 0,3 r cepHokHcJaoro amMmoHusi. Ilias,
NOJy4eHHEIH TIOCJ€ IIOJIHOTO PaCTBOPEHHS METalJa, pacTBOPSIOT B
BOJe; IpPO3pauHBIi DacTBOp NEPEeBOAST B MEDHYIO KOOy BMECTH-
mocreio 100 cM® M JOBOAST 10 MeTKH BOJOH (KOHEYHasi KMCJIOTHOCTDb
pacrBopa ~ 0,5 Moab/aM® NO cepHOH KUCJIOTE).

Pacreep raguusi paGounii, cogepxamuii 10 mxrjcm® radaus, ro-
TOBSIT B fJeHb ynoTpeGjeHHst pas3GapjieHHEM CTAaHAAPTHOTO pacTBopa
cepHo#i KucqaotoH 0,5 moan/nm3 B 100 pas.

(U3menennas pepaxkuus, Uam. Ne 1).

3. NPOBEAEHUE AHAJIM3A

3.1. Hasecky amanusupyemoit npo6um Mmaccoit 0,1 r B BHae mo-
pOWIKA HJIM MEJKOH CTPYXKKH NOMeIlaloT B KBaplieBhlii THresb, A0-
6aBusitoT 2—4 r nupocyJibdaTa Kajaus, HECKOJbKO Kanedb KOHIEHTDH-
POBAHHOH CepHOH KHCJOTH W CIVIABJASIIOT B Mydese NpH TeMmeparype
8§00—900°C no mosyyeHHss OXHOPOJAHOrO IJIaBa.
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B cayyae cnnaBoB Ha OCHOBE TaHTaNa — IJIAB PACTBOPAIOT B THr-
Jie npu caaloM HarpeBaHHH B CMeCH, cocTosmieid u3 6 cm3 cepHoif
KucaotThl (1:3) u 1 cm® mepekncu Bojopona. Lopsiuii mpospauHbiii
pPacTBOp NepeBOAAT B MepHyI0 Koaby BMecTHMocThio 250 cMm3, B KO-
TOPYIO NpeABapHTENbHO HajluTa cMech 25 cM3 cepHofi Kucsotnl (1:3)
H 1 cm® nepexucu BOjOpOAa, AOBOAAT A0 METKH BOJAOH, IepeMelly-
BalOT (pacTBop ycroiiyuB 7—8 u, motoMm uaer ruaposaus). Ilpu oxu-
naemoii MmaccoBoi jpose raduus Goaee 4% pacrBop pa3GaBAsiOT
eute pa3: or6upaior 10 cm? pactBopa B MepHYIO K06y BMECTHMOCThIO
100 cM® ¥ mOBOAAT 1O MeTKH cepHO# Kuciaotoi 0,5 moas/am® (1o-
NOJIHUTENIbHOE pa3baBiieHHe HeOOXOAHMMO yuecThb npu o0paboTke pe-
3yJbTaTOB).

B cayuae cnnaBoB Ha OCHOBE WTTDHS — IVIaB PAcTBOPSIOT B THIJE
npu caabom HarpeBaHuM B cepHo#i Kuciore 0,5 mouap/am3. Topsunii
TPO3PauYHBIl pPacTBOP NEPEBOAAT B MEPHYIO KOJGY BMECTHMOCTBIO
250 cM®, 0XJ12XK1A10T, LOBOLAT 4O METKH CepHO# KuciaoToit 0,5 Moub/am3,

Hns onpenededus radHus B aBe MepHBE KOGl BMECTHMOCTHIO
50 cM3 or0OmpaloT paBHBIE aJHKBOTHBIE yacTH pacrBopa (5, 10 uau
20 cm®), comepxamue 20—60 Mkr raduusa, pasbasiasior Ko 20 cm?
cepHoii xucaorod 0,5 moab/am®. B oany us koa6 seomar 0,2 cm?®
pacrBopa TpuiaoHa B, mepememuBaioT. 3areM B ofe KOJGB OpPHJIH-
BaoT 1o 2,5 cM?® pacTBOpa KCHJEHOJOBOrO OPAHIKEBOro, LOBORAT JO
MeTKH BOX0H M mnepeMemuBaioT. Yepes 30 MHH H3MePAIOT onTHYec-
KyI0 INIOTHOCTH PacTBOpa, He COJepiKalllero TPHIOHA D, OTHOCHTEJb-
HO pacrBopa ¢ TpuioHOM B Ha  (OTO3JMEKTPOKOJOPHUMETPE MpH
Amax=0540 HM B KiOBeTe C TOJLIHHOH MOIJIOLAIOLIEr0 CBET CJ0s
30 mm.

Maccy radHust HAXOAAT MO I'PAAYHPOBOYHOMY rpadHKy.

3.2. ITocrpoerue epadyuposounozo epagpura

B Mepuble KoaGH BMecTHMOCTbI0O 50 cM® BBOAST M3 MHKPOOIO-
perku or 0,0 mo 7,0 cm3 pabouero pacrsopa rapuus C HHTEPBAJIOM
1 cm3 Bo Bce kounb6nl po6aBasior A0 20 cm® cepHOH  KHCJIOTHI
0,5 moan/aM3, no 2,5 cM® pacrBOpa KCHJIEHOJOBOIO OPaHXKEEOro, Ie-
peMelnBas nocje N0GaBJIEHHS KaXXAOro PeaKTHBa, NOBOAAT [0 MeT-
KH BOJOH M CHOBa IepeMelldBaiotT. B ogHy M3 KoJ6 NpHJIHMBAIOT Bce
peakTHBH 3a HCKJloueHHeM racdHus (HyJaepoit pacrsop). Uepes
30 muH (OKpalleHHblEe pacTBOPH yCTOHYHMBH 7—8 4) H3MEPSIOT OI-
THYECKYI0 IJIOTHOCTH DAacTBOPOB Ha (POTO3JEKTPOKOJOPHMETPE NpPH
Amax=540 HM B KIOBET C TOJILHHOH MOIVIOLLAIONETO cBeT ¢I0sf 30 MM
N0 OTHOWIEHHIO K HyJaeBomy pactBopy. Ilo HONyYeHHBIM — AAILBIM
CTPOSAT IpaiyupoBOYHHI TpaduK B KOODAMHATAX: 3HaueHHe ONTHYec-
KOH IJIOTHOCTH — Macca racduua. OrjenbHBle TOUKH rpadyka IpoBe-
PAIOT OAHOBPEMEHHO ¢ NPOBEJEHHEM aHanu3a npoC.
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4. OBPAGOTKA PE3V/IbTATOB

4.1. MaccoByio aomo raduuss (X) B npoueHTax BHIUHCASIOT 1O
tdopmyae
V-V
X=— M7V
Vs-mg-V2-10 °
rje m — Macca ra¢uus, HaliZeHHas N0 rPajiyHPOBOYHOMY rpaduky,
MF;
V —BMecTHMOCT MepHOT KONGH IpH NepBOM pa3GaBlieHuu, cm?;
V2 —o6beM anHKBOTHOH 4YacTH pacTBopa, B3ATHIH st pa3bas-

JIeHHs, cM3;

Vi —BMecTHMOCTb MepHOH KOJGH IHpH BTOPOM pa3bGaBieHuH,
cmd;

V3 —o0beM aJHMKBOTHOH 4acTH pacTBOpa, B3STHIH AJs omnpeje-
JeHHS, cM3;

m, — Macca HaBeCKH aHAaJH3HpyeMoi npo6sl, T.
4.2. Pacxoxaenus MeXAy pe3yjbTaTaMH ABYX NapajielbHEIX ORn-
peleseHHil W pe3yJbTaTaMH ABYX aHAJH30B He JOJIKHBI NpPEBHIIATh
3HayeHHH JOIyCKAeMBIX DAacXoXAeHHH, NDHBeJEHHHX B Talb.Hile.

Maccoeas ,!5/(:][% racdHus, llox.ycxaemue%pacxoxmemm,
1,0 0,2
3,0 0,4
5,0 0,6
10,0 It

(M3menennas penakuus, Usm. N 1).
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