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Titanium alloys, 19863.13—91

Methads for the determination of zirconium

CKCTY 1709

Harta ppenesua 01,0792

Hacrosimuil cTavAapt yeraHaBauBaeT rpaBuMerpilieckuil (pH mac-
coBoit fose or 0.6 ;o 20,0% ), doroverpuveckuil (Ipy Maccoroi Lone
or 0,02 30 0,56%) u aTomHo-abcopSuUMOHHBIA (TPY MAacCOBOA jode ot
0,5 10 23,0% ) meroad onpefenenusa QUPKOHUS.

1. OBINHE TPEEOBAHUA

1.1. Otmue Tpefopanua K Metroaam amanuza — o TOCT 25086 ¢
ACTIOJHEHHEM.

1.1.1. 3a pesyabraT ananu3a NPUHUMAIOT cpeiliee apHpMiitne-
CKOE PC3YJIBTATOB ABYX [APALTeAbHLIX OlpeC e,

2. TPABUMETPUMECKHWE METOJ ONPEAEJNEHUA LHPKOHUA

2.1. CYmnoctTs MeT0aa

Meroa oclopak Ha pacTBOPCHHE TPOGH B CCPHON KKUJIOTE, OCA1e-
KUK HUDKOHUA ABVAIAMCULEHHLIM (OCGOPHOKHCIEIM GMMOHACM B IDH-
CYTCTBHH MMePOKCHAA BOACPOAA, NPOKAJHBATHU OCAAKAa NPH TeMmicpa-
Type (1000+10}°C no nupodocharta WHPKOHMS H BIRSMIHBAXHL (1PO-
KaJeHHOI'O 0cajKa.

22, Annaparypa, peakKTHBL H PACTBOP B

[leub mydenpHas ¢ TCPMOPETYAATOPOM.

OuibTpel Oes30ibpHue 1o TY 6-09-1678,

Kucaora-cepuas nmo 'OCT 4204 nnorrocteio 1,84 rfcw?, pacrro-
per l:3nul:4

Bonopoaa nepoxeun no 'OCT 10929,

Avmonnfi @ochoproxueanni asyzameniernmi no TOCT 3772, pac-
Teop 100 rfanmd.

MKapanne ofivpnanuhoe

Hacrogmnii cTaHAapT He mMOMeT OHTh NOAHOCTLIO HAH YACTRHHO BOCHPOHIBEZEH.
THPaMHPOBAH H PacApocTpaledt Ge3 pazpewexua [oceranaapra CCCP

L]
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Ammonuil agotHoruciawmi no FOCT 22867, pacreop 50 r/nm?®.

[TpoMulBHAS XUAKOCTB: B KOHHYECKYIO KOJIOY BMecTHMocTbIo 1 am®
nomemator 100 cm® pactRopa ABy3aMeilleHHOTO (HOoCcHOPHOKNCIOTO aM-
MoHu#, npuiupaoT 900 cm® pacrBopa cepHoil KucioTH 1:4 W nepe-
MeIIHBAIOT.

23 Ilposenedue ananuza

2.3.1. Hapecky npofu n cooTBeTcTBHH c Tafii. 1 moMeuialor B ko-
HHYRCKyW Xouby pMectumocTsio 250 cum®, npuausawt 50 cm?® pacrropa
cepnait KUCAOTH | ¢ 3 H HATPEBAIOT A0 TOJHOTO PACTEOPEHHA HABCCKH,
DOLAepHBAs NePBOBAYanpHblT 00BeM BOJOI.

Tadnumnat

Maccosar zoas uHpxomys, % Macca yameckn npebfn, I

Or 0.5 no 5,0 pynwd, 0,5
Cs. bt » 100 = 0,25
> 100 » 20,0 =» 0,1

PacrBop oxsamgalOT [0 KOMHATHOH TeMICPATYPH, IPHAHRAIOT
150 cm® Boam, 20 cm® mepokchaa BOAOPOAa, NpH MepeMeIUABAHHK ii-
GoapiiuMy nopuuamu 20 cw® pacrBopa ABy3aMelleHHOIC focdopHo-
KHCJIOTO aMMOHUs, 3aTeM Harpesalotr jJo 40—>50°C, tulatesibHO nepe-
MEIIHMBAKT CTEKAAKNON TAaJOuUKOH W JAKT OTCTOAThCS 1UPH KOMHET-
HO¥ TeMIlepaType He MeHee 3 .

OcanoK oTQUILTPORHBAKT Yepe3 PHUARTP cpepHel NIoTHOCTH {«Oe-
Jdas AeHTa»), NPOMBIRAIOT BOCEMb PA3 HNPOMLIBHOH MEAKOCTBK) U TPH
pasa pacTBOPOM A30THOKHC/IOrO aMMOHHA (IIPH 5TOM 0CAafoK ¥ (PHIALTP
JOJIKHEL GRTE NOJHOCTBI) OTMLITE OT KENITON OKpacku}.

DuapTp ¢ OCAAKOM TIOMCUIAWT B JACBCACHHHY ApH TeMIepaType
(10004£10)°C no pocrosuHoii mMaccs u B3pewlenynlil thaphoposwil Th-
rednb, NOACYIIHBRIOT, OCTOPOKHO 030JfI0T, HE AaBaf BOCIIAMEHHTECH
Gysmare $uabTpa, NpoKalusalT B MydeasHOd neud mpu TeMmepatype
{10004-10)°C B Tedentre 30 MuH, OXMAKAAIOT B IKCHKATOPE H B2REIIU-
BAIOT. :

24. O6padoTKa Pe3yabLTaToOR

2.41. Maccoryo 1010 mupkorus (X) B nmpomeuTax BHYMCASIOT Mo
dopuyne '

X = (my—m3)-0,344 100, (0

m

rile ni, — Macca TUTAA € OCajJKOM, T,
Mg — Macca THOJIH, T;
M — Macca HageckH npolul, T;
0,344 — xoz(pdunyeHT nepecueta nupodoctbara UMPKOHMN Ha LHp-
KOHHH,

a4



. 3 TOCT i9863.13—81

2.4.2. PacxoxaeHna pe3y/jeTaToB Ile A0JUKHBL [PEBLUITATL 3itauc-
Hitil, yKazaHuelx B Taba. 2.

TaGnuia 2
AficomioTHoe ZolvekAeMoe pacxomicuue, %
ITReral Qi
Muceozay nony nupromnd, % PRIWILTATOR MAPANISNEHEIX poEYILTATOR
oOpeIedeHutt FEEETEN

Cr 0,50 ao 1,00 pxnou, 0.05 0,07
Cn. 1,00 a0 2,50 » 0,07 0,10
» 2,5 » /0 > 0.1 0,2
» 50 » 100 » 02 0,3
» 10,0 s 200 » 0,3 0.4

3. GOTOMETPHYECKHA METOJ, ONPEILEJNEHHA RHPKORUA

3.1. Cyuinocrs meToda

Meroi ocnonad Ha pacTeRopeHHH TpoOHl B cepHOiN Kucaore, obpa-
30Ba0HU OPAHKeBO-KPAaclore KOMILIEKCHOID COeLMHEelMs UHPKOHHA C
KCHJIENONOBLIM ODRHXKEBRM M H3MCPCIIN OUTHYECKOR IJAGTHOCTH pac-
TEOPA NIPH AJHHe BOAHGLL 536 BM.

32, Anmapartypa, PeakTHUBH ¥ PACTBOpPH

[leub MyeanHas ¢ TEPMOPEIYAATOPOM.

CuexrpooToMeTp WK (DOTOSAEKTPOKONOPUMETP.

DuneTpa obessonennse no Ty 6-09-1678.

Krcaora cepuan no FOCT 4204 nnotaocteio 1,84 r/cud, pactsopm
1.4 4 0,00 moas/amd.

I'napokennamuna raapoxaopua no F'OCT 5456, pacrsop 200 r/imd.

Axmonnd xmopucreiit no FOCT 3773

Awmmonnfi asorsowncasin o VOCT 3761, pactsop 200 r/amd

Avwmnaxr soinwii no T'OCT 3760,

Cosip  auHaTpuenas  sTWlesavamMuy — N,N,N’,N"-rerpayKeychoit
Kenotw, 2-sofnas (rputod B) no FOCT 10652, pactsop 0,025 mons/
iaw?: 9,3 v TpuioHa B momeiamor B craxan BMectiMoctbio 400 cmd,
npummater 200 em® BOIW W PAcTBOPHIOT HPU fepeMelidBaHMA.

Pactsop QUALTPYIOT uepes CKIALYATHIA PUARTP U3 (PHALTPORANL-
Hofl OyMard B MepHy0 KoJjby BMecTHMOCTbIO ! Am?, fonuBaioT BOROH
A0 MeTKY ¥ HepeMelluBaloT.

Keureronopuit opasxesnilt, pactsop 1 rfim?, CREMENPHTOTOBICH-
HLIH.

Turan rybuarett no FOCT 17746 mapxa TT-100.

Lupxounft cephoktcamét no TY 6-09-3986.

CrangapTHee PACTBOPHL UWPKOHHS

Pacteop A: 3,9 r cepHOKHCIOTO UMPKOHHA DOMELIAOT B KOoHWTe-
&V Koady BmecTuMocThio 250 cM3, npuausaor 50 cm? Boim u pac-

100



rocTt 19863.153—91 €. 4

TBOPHIOT HABECKY, 3aTEM OCTOPOMIIO MPHAMBAIOT 23 cM® cepHOl Kuc/o-
THl, OXJIAKAAIOT, TTEPEHOCAT PACTBOP B MEPHYIO KOJAGY BMCUTHMOCThIO:
1000 cM?, OMHBAOT BOJAOH AC MCTKH B NepeMelll HBaoT, '

1 em® pactsopa copepxur 0,001 r oupkounus.

YerapapayBarT MaccoByK KoHUeHTpanuio (7)) crasdiapiBoro pac-
TBOpa UMPKOHHY: aJWKBOTHYW dactb pacTsopa 25 cm® momemator B
crakaB BMecTuMocTbio 300 cm?, npuausawr 70—80 cw® Boan, aoae-
JAT 1 T XNopHeTOTo aMmonns, rarpesant g0 60—70°C i aobapasior
MO KanasaM Opd NepeMelldBaHHH aMMHaK jJC OIIYTHMOTO 3anaxa.

Pacrrop ¢ ocalXom JIarpesalotT A0 KuMenud, BHAepXKEBaor 20 mumr
B TEILIOM MecTe Ipu Temnepatype 40-—50°C, 3arem QuRRTpyIOT ueper
DHARTP cpeired MNMOTHOCTH («Oenas AeHTa»).

Ocajnox Ha DUILTPEC TPOMLIBAIRT [ATh Pa3d PACTBOPOM ABOTHOKMC-
Joro amMMonnAd. GHALTP ¢ NCAAKOM DOMEILAoT B AOBCACKHEE LIPY TCM-
nepatype (10G0-410)°C 10 nMocTOAHNOR MACCH ¥ B3LBCLIEHHBH I4TH-
HOBHIH TUresh, NOICYWHBAKT, OCTODOKHO 03048107 H HPOKAALNBIOT B
Mydenrroft neun npy reMmuepartvpe (1000+:10)°C 5 reweRne |y, ox-
JIAMAAIOT B FKCHKATOPC M B3RCUIUBALOT.

MaccoByo KOHUERTDPALVIO CTANLAPTHOTO DPACTBOpPa uupkonua (T),
r/eM8, BHIUHCARAT M0 POPMYyIE

7 nz-U;:403’
TAE M1 -— Macca ocajlKa MocAe HPOKAJNBAalU, T;
0,7403 — Kos(PuIHeHT nepecdera ABYOKHCH LHPKOHAA HA LHPKOWHE;
V — obbeM cTAHAApPTHOTO pACTBOPA LUPKOHHA, BIATHA 4JAfA on-
pelleJeHust LUPKOHUSA, CM5.

Pacteop B: 10 cM® cranjaprHore pactBopa A neperocsaT THUET-
Kofi B MepHyi0 KoaGy BMectumocteic 1000 cm?, nonurawr (0,05 Mo/
/IM3 pacTBOPOM CEPHOH KUCJIOTOI A0 MCTKM d lNepeMelliHBAGT.

! em® pacrsona copepaur 0,00001 r uuprounst.

33 HlpoBeneEdue ananunsa

3.3.1. Hasecky mpofu maccofi 0,25 r noMelmaiT B KOHUMECKYH)
koa by smecrumocthio 100 cm®, npunuBatt nuncrkoi 15 cu® pactBopa
cepiofi wucnotsl 1: 4, Konly HAKPHIBAIOT UACOBHIM CTEKJIOM RJH BO-
POIKGH W HArPeBalOT AC PACTBOPEHHWA TpPOSH, NOAAEPKHABAA IEpPROHa-
ganabibll o6bem Bod0oH, OJHOBpEMEIHO B TeX e YCIOBHAX Pacrmops-
o1 0,25 r ryGyaroro turaHa,

B nmoaydennuifi pactsop 100aBISIOT NO KalIsM pacTBOP THIPOXJ0-
pUia THAPOKCUJIaMHUHA A0 o0eclBEUWBaRWsi pacTsopa H 2—3 Kauiau
B H3OHITOK, npunusawor 20 cum® soaw B Kamarar —2 mpu, Koxdy c
PAcTBODOM OXJaXAalT A0 KOMIATION TEMICPATYDH, pacTBOP HepeBo-
A9T B MepHYI Koaly BMectumocThio 100 em?, noaueaweT poaolt Ao mer-
Kil H TMCPEMEIIHBAIT,

3.3.2. AnaKBOTHYI0 wacTh pacTBopa coracHo rabi. 3 HoMemawoT
B MeDPHYI0 Konby BMecTHMocThio 5O cm®, npuiuBawr 0,05 moas/m¥
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