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Vanadium base alloys and alloying elements, 26473,“—85

Method for determination of zirconium and aluminium

OKCTY 1709

NMocranosnesnem Focypapcrsennoro kxommurera CCCP no crangapram Or 25 Mapra
1985 r. N2 752 cpox gekcteus ycraHoBneu

c 01.07.86
Ao 01.07.91

Hecobniofenne cranfapra npecrefiyercs no 3aKoHy

Hacroamuéi cTaHzapT ycTaHaBIHBAaeT KOMILIEKCOHOMETPHUYECKHH
MeTox onpeneseHHs UMPKoHHA (oT 5 mo 256%) W amomuHHA (OT 5 X0
30%) B cnaaBax M JHraTypax Ha OCHOBE BaHalMs, CcOJepXKaHue
COMYTCTBYIOI[UX KOMIOHEHTOB B KOTOPHIX NpHBeAeHO B Taba. 1.

Ta6nupa |

ConyTCcTBYIOMIHA KOMIOHEHT Maccosasa gons, %, ne Gonee
XKexeso s
Kpemuuii 0,5
Huobuit 25
Yraepox 0,5

Meroa ocHOBaH Ha OTAe/IeHMH LHPKOHHA M AJIOMHHHA OT BaHalus
¥ HHOGHS OcaX</leHHeM aMMHaKOM B NPHCYTCTBHHU IIEPEKHCH BOZOPOAA,
NOCJel0BATEIbHOM ONpEJeNeHHH UHPKOHHS M aJIOMHHHA B OLHOM
pacTBope NyTeM INPSMOTO KOMIJIEKCOHOMETPHUECKOrO THTPOBAHMS
UMPKOHHMA B COJITHOKHCJIOM DAacTBOPE ¢ HHAHKAaTOPOM KCHJIEHOJIOBHIM
DpaHZKEBHIM H 0OpaTHOTO THTPOBaHMs H30bITKa TpH/aoOHa B, nobas-
TEHHOTrO [JiSi CBASHIBAHMS ajIOMHHHsSI, PAaCTBOPOM COJHM ILHHKA IIpH
YH 35,5 ¢ MHAMKAaTOpPOM KCHJIEHOJIOBBIM OPaHIKEBHIM.

3naHne omumannHoe Mepeneuatka BocnpewieHa

*
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Crp. 2 TOCY 26473.11—85

1. OBLME TPEBOBAHMS

1.1. O6mue Tpe6oBaHME K MerogaM aHaausa —mno I'OCT
26473.0—85.

2. ANNAPATYPA, PEAKTMBL! U PACTBOPLI

dnexTponeub MypenbHas C TEPMOPETYJAATOPOM, OJecHeynBaollas
Temnepatypy Ao 1100°C.

Becw ananuTHUeCKue.

Becun TexHuueckue.

TlnuTka siaekTpHUECKas.

Yamxku KpapluesHe.

CTakaHbl CTEKJASHHHE XHMHUYeckHe BMecTHMocteio 200, 250 u
500 cwm3.

Kon6u koHHYecKue BMeCTHMOCTbIo 250 cmS.

KonGH MepHHE BMECTHMOCTbIO 1 M3,

IMunetkn BmecTuMocthio 10 u 20 cM® 6e3 HejeHHH.

®duabTpel 6yMaxHeie 06e330JeHHHE «Gejias JIGHTa» HIAH «XKeJTas
JIEHTa».

BOpoHKH CTeK/IsTHHBIE KOHHYECKHE.

Turan dapdoposuie.

DKCHKATODP C XJOPHCTHIM KaJbIlHEM.

Bropetrku BMmectuMoctbio 25 c¢M® ¢ 1eno#t meaenus 0,1 cms.

MeH3ypkH MepHEe BMecTHMOCTbio 25, 100 um 1000 cm3.

Bymara MHAMKAaTOpPHAS KOHIO».

Bywmara unaukaropHas yHuBepcaJbHas.

Kasuit nupoceprokucasit no FOCT 7172—76.

Kucnora ceprast mo I'OCT 4204—77.

Kucnora coasnas no 'OCT 3118—77, pas6GaBinennas 1:5u 1:1.

Amwmnax Bopsui# no 'OCT 3760—79 u pas6asieHHbilt 1: 1.

Awmmonnit xaopucteit mo I'OCT 3773—72, pacTBODH KOHLEHTpa-
uveir 100 u 20 r/am3.

Kanbnuit xaopucthit (naapiaensiit) mo I'OCT 4460—77.

TIpomuiBHO# pacTBOp: K 1000 cm3® pacTBOpa XJIOPHCTOTO aMMOHHS
KoHuenTpanueii 20 r/am3, aoGaBiasior 2—3 cM® nmepekucH BOJAOpOJA
4 2 cM® amMmuaxa.

Bonopona nepekucs no 'OCT 10929—76.

KcnneHoMOBHN OpaHKeBHIH, pacTBOp KOHUeHTpamued 1 r/amd.

1MpKOHMS XJIOPOKHCH.

CraHpapTHHH PacTBOP UUDPKOHMS, COIEPKalMi okoao 5 Mr/cmd
LHPKOHHs: 17,60 r XJOPOKHCH LHMPKOHHS NOMEIIAIOT B CTakaH BMECTH-
Moctbio 500 cM®, mpususaotr 100 cm® Boxw, 300 cM® cosnsiHOfi KmcaO-
TH, pas6aBaerHoli 1:1, HarpeBaloT A0 NOJHOrO PaCTBOPEHHsI HABECKH
PacTBOp nepeBoaaT B MepHYIO KOJ6Yy BMecTHMOCThbIO 1 am3, moBOmAT
JIO METKH BOJOH.
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FOCT 26473.11—85 Crp. 3

TouHyl0 MaccoBYI0 KOHHUEHTPALHI0O UHDKOHHS YCTAHABAHMBAIOT
TpaBUMETPHUYECCKHM MeToROM. Jist 3TOr0 B CTAaKaH BMECTHMOCTHIO
250 cM® orGupator mumeTkoi 20 cM3 cTaHZapTHOrO PacTBOPa LHPKO-
Hust, pobasagior 100 cm® Boxwl, HarpesawtT Zo 50—80°C u ocaxzaioT
THPOOKHCHh LHUPKOHHS pacTBopoM ammuaka. Ocafok OTQHJILTPOBH-
BaloT yepes GHALTP «Gejtas JIeHTa», MPOMBIBAIOT TopAvYed BOLOH,
cogepxamei 10 cM® ammuaka Ha 500 cm® Boanl. PHaABTP c OCAAKOM
nomeuiaioT B GpaphopoBLlfl THreAb, NPEABAaPHUTENLHO NPOKaJEHHBIA 10
MOCTOSIHHOH MAacCH, HOACYIIHBAIOT, O30J/SI0T, I[POKAJHBAIOT B MYy-
denpHol meun B Teuenne 30 muu mpu 1000—1100°C, sarem oxaax-
LAI0T B 3KCHKATOPE H B3BelWHBAWT. IIpoxkajuBaHue IIOBTOPSIOT IO
NMOCTOSTHHOH MaccH.

Maccoeyio konuentpauuio (C;) craEgapTHOrO pacTBOpa UHMPKO-
HHs, BHIPAXKEHHYI0 B Mr/cM®, BHIYHCJAIOT MO (popmyae

m+0,7403
Ci= 20

roe m— macca ocaika JBYOKHCH UHPKOHHS, T;
0,7403 — KoaruvenT nepecyera JBYOKHCH HMDKOHMSI Ha LUDKOHHMA.

Tpunon b (conb nunatpueBas >THaeHmHamud-N,N,N‘,N’-rerpayk-
cycHOH KHcaOTH, 2-BoaHas) nmo I'OCT 10652—73, pacTBOpP KOHUEHT-
pauuefi 0,05 moss/aM3: 18,61 r Tpunosa B pacTeopsiioT B BojAe NpH
narpesauun 0 70—80°C, pacTBOop 0xnMaXAaiT, QUALTPYIOT B MeEp-
Hyt0 Kosiby BmecTHMOcTbiO | AM® M JOBOASIT 4O METKH BOXOH.

Tpunon b (coms punarpueBas stuaeHpuaMus-N,N,N’,N’-rerpa-
YKCYCHO#H KuejoTH, 2-BoaHas) no I'OCT 10652—73, pacTBOp KOHUEH-
tpanuet 0,025 moan/am3: 9,3 r TpuioHa B pacTBOpSIOT B BOAE NpHU
HarpeBaHun 10 70—80°C, pacTBOp OXJaXKZAOT JO KOMHATHOH TeM-
nepartyps, QUILTPYIOT B MepHyI0 Kosaby BMecTHMOCTbiO | AM®, noBO-
JAAT A0 METKH BOJOM.

VYporponun Texuuueckuit no F'OCT 1381—73.

[{usK rpauyaunposannnit no F'OCT 989—75.

Huak  xmopucThit, pacTBOp KoHuUeHTpauuedrt 0,05 moub/mm3:
3,2690 r MeTaNJIHYECKOro HWHKAa NOMEIaloT B CTaKaH BMECTHMOCTBIO
200 cm3, cmaumBapT 20—30 cM® BOAB ¥ TPUAHBAIT HEGOJLLIUMHU
nopuusMu 25 cM® pacTBOpa COJNSHOH KHCJOTH, pas6aBieHHoi 1:1,
HarpeBaloT A0 MOJHOrO PAacTBODEHHS LHHKA M YHapHBAIOT A0 BJAXKHBIX
cosiefi. Com pacTBOPSAIOT NPH HArPEBAHUU B BOAE, NMEPEBOISIT PACTBOP
B MEpHYyI0 K0Ji6y BMeCTHMOCTBIO 1 AMS, HOBOAAT AO METKH BOJOH.

2.1. YcTaHOBKA MaccoBOi KOHUDEHTpAUHHU
(0,025 monn/amM®) pacTBOpa TPUJAOHA B no mupkoHHIO

B KoHHYecKyI0 KOJGY BMecTHMOCTbIO 250 cM® oT6HpaT NHOeTKoH
10 c¢m® cTaHEapTHOrOo pacTBOpa LUPKOHMSA, HobGasasior 30 cm® pacr-
BOpa COJISIHOH KHCJIOTH, pasbasaenHoit 1:1, 60 cm® Boawl, HarpesaioT
10 60—70°C, po6aBasioT 2—3 KallJH PacTBOPA KCHJEHOJOBOrO OpaH-
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Crp. 4 TOCT 26473.11—85

JKE€BOro M TUTPYIOT PacTBOPOM TPHJIOHa B [0 mepexofia OKPacKH pact-
BOpa H3 MaJIHHOBOH B XKeJTyl0. PacTBop HarpesaloT A0 KHMNEHHs, O-
GaBnsiloT emle 1 Kamiio PacTBOPAa KCHJIEHOJOBOTO OPAHXKEBOTO H
NpH NOABMEHHHM MaJIMHOBOH OKDAaCKH pacTBOpa NPUbGABJAAIOT elne no
KamiIsM pacTBOp TPHJIOHa B 1o mepexolla OKpacKH B XeaTyio.

Maccopylo KoHHeHTpanui pacrBopa TpuaoHa B (C;), BhpaxeH-
HYI10 B T/CM® HHPKOHHA, BHYHCISIOT N0 GpopMmyJe:

Cz= 10;1 ]
rie C,— MaccoBasi KOHIEHTPALWsi CTAHAAPTHOTO PAacTBOPA LHUPKO-
HHS, BHIPaXKEHHas B r/cM® THPKOHHS,
10 — o6beM CTAaHZAPTHOrO PacTBOpa LHPKOHHS, B3ATHIA 1Jd THT-
poBaHus, cM3;
V —o6bem pacTeopa TpusoHa B, u3pacxomoBaHHHIA Ha THTpO-
BaHue, cM3,

2.2. YcTaHOBKAa COOTHOIIGHHs MEXAy pacTBopamH TpHiaoHa B
(0,05 mMosb/nM®) B XJOPHCTOrO HMHKA: B KOHHYECKYIO KOJOYy BMECTH-
MocTbio 250 cm® orbupaior mumerkoit 20 cM® pacTBOpa XJOPHCTOTO
I¥MHKa, npunuBaioT 80 cM® BOAH, HEATPAJU3YIOT aMMHaKOM JO
pH 3,5—4,0 no yHuBepcanbHOi HHAMKAaTOpHOH OyMare, JA06aBJsIOT
1,6—2 r yporponuHa, 2—3 xamiu pacTBopa KCHJIEHOJOBOTO OpaHXKe-
BOTO H THTPYIOT PacTBOpoM TPHJOHaZ B 1o mepexoma okpacKu H3 Ma-
JIUHOBOH B XKeJTYIO.

Coorromenne (K) o6beMOB pacTBopoB TpwioHa B u xaopucroro
IHHKa BHIYHCAAIOT 1O (opMmye

20
=—
rie 20 —o6beM pacTBOpa XJIODHCTOrO IMHKA, B3ATHA J[Js THTPOBA-
HHA, CM?;
V —o6bem pactBopa TpHaoHa DB, uspacxomoBaHHHIA Ha THTPO-
BaHHe, cM3.

3. NPOBENEHME AHATM3A

HaBecky anmaamaupyemoii npo6u Maccoft 0,1 r momemaor B KBap-
IIeBYI0 4YamKy, A06aBAsilOT 3—4 T mHpOcyabdara KajHhs, HECKONbKO
Kamneab KOHIEHTPHPOBAHHON CEpPHOH KHCJIOTHL M CILIABJSAIOT B Mydene
npu 800—900°C mo noayueHHs npospayHoro nnaBa. IlnaB pacTso-
PAIOT NIPH HarpeBaHuM B cMecH 20—25 cM® COJITHON KHCJOTH, pa36GaB-
JaenHolt 1:5, ¢ 10—15 cm® nepekucu Bogopoaa. ITosyueHnn#t pacTeop
NepeBOAAT B KOHHYECKYIO KOJGy BMecTHMOCThio 250 cM3, n06aBasiioT
20—25 cm?® pacTBOpa XJIODHCTOrO aMMOHHs KoHueHTpauue#n 100 r/am3,
HArpeBaloT A0 KHIEHHS] H OCTOPOXKHO NPHGaBJSAIOT aMMHakK, pa36aB-
Aennnit 1:1, no cnaboro u36mTKa ero no 3amaxy (pH pacteopa
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FOCT 26473.11—85 Crp. 5

OKOJIO 7 TO yHHBEPCaJbHOH HMHAMKATOPHOH Gymare) H NpOAO/IKAIOT
KUIIAYEHHEe HECKOJIbKO MHHYT.

JlaoT ocaaxy ckoaryJupoBaTh, OLICTDO OUJIBTPYIOT pPacTBOP
C OcaJKOM yepe3 OymaxKHHH (QUALTD cpegHeli IUIOTHOCTH <«Oenas
JIEHTa» M OCaJOK Ha (QHUILTPe NPOMHBAOT 6—7 pa3 ropgyuM Ipo-
MHBHHM PaCTBOPOM.

QuabTP C OCaZAKOM IOMEINAIOT B KOJOY, B KOTOPOA BesOCh OCaXK-
AeHue, npuausaior 20 cM® consiHOM KUCJOTH, pa3GaBieHHoi 1:1, Ha-
rpeBaioT A0 NOJHOI'O PacTBOPEHMsl OcajKa, J00aBasioT 3—>5 Kameab
PacTEOpa KCHJEHOJIOBOrO ODaHXKEBOI'O H THTPYIOT IHMPKOHHH pacTBO-
pom tpujona B (0,025 monb/aM3) mo mepexojia OKpacKH pacTBOpa H3
MasiHOBOH B Kearyilo. PacTBop HarpeBaloT A0 KHUMeHUs,, A06aBJAOT
eme | Kangaio pacTBOpa KCHJEHOJNOBOIO OPAHXKEBOI'O H INPH IOsBJe-
HHH VIQJMHOBOI OKPAaCKH pacTBOpa NpHOGABJAAIOT elle M0 KamaaM
pacteop Tpuiona B jo mepexoma okpacku B xedaryo (V).

K pacteopy mocjie onpefefieHHs B HeM HHDPKOHHS N06aBJsOT H3
6opetkn 25—30 cm3 pacrsopa tpuiona b (0,05 moan/am®), HeliTpa-
Ju3yeT ammuakoM (okoso 20 cm® amMMHaka) IO HHIMKaTOPHOHd Oy-
Mare <«KOHro» J0 Nepexofa OKPacKH M3 cHHefl B CHPEHEBO-PO3OBYIO.
Pactsop narpeBaior H kunAtAT 10—15 mun. Ilo oxJaxkaeHun 10 KOM-
HaTHOM TemmepaTypH no6Gamisior 1—1,5 r yporponuHa, 3—4 kamnju
pacTBOpa KCHJIEHOJOBOTO OPAHXKEBOrO H THTPYIOT H3OHITOK TpuioHa b
PacTEOpOM HHHKA 10 Mepexofa OKPAcKH PacTBOpa H3 PO30BOH B Ma-
aunosyio (Vy).

4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosyio n0410 IHMPKOHHA (X) B NPOLEHTaX BHIYHCJASIOT HO
tdopayae
X C,-V-100 .
m
rae V —o6beM pactsopa TpuaoHa B (0,025 mosb/am®), uspacxoxmo-
BaHHBIA HA TUTPOBAaHHE, CM3;
C, —MaccoBasd KOHUEHTpAnHA pacTBopa Tpua0HA DB, BepaxeH-
Has B r/cM3® HHPKOHHS;
m — Macca HaBeCKH aHaMu3HpyeMoil npoOk, T.
4.2. Maccosyio mosio ajnioMuHus (Xp) B NPOHEHTAX HCUMCAAIOT
10 hopmyae
X.— (Vy-K—V,)-0,001349-100

2 >

m

ne V,—obbem pactBopa TtpusoHa B (0,05 moab/am3), moGasieH-
HBIf K aHAJTH3UPYEMOMY PacTBOpY, cM?;



Crp. 6 TOCT 26473.11—85

Vo—o6rem pactBopa LMHKA, U3PAacCXOZOBAHHHA Ha THTPOBa-
HHe H30HITKa TPHJIOHA B, cm3;
0,001349 — maccoBast KOHIEHTpPAUHs pacTBOpa TpuAOHA B, BeIpaxeH-
Has B r/cM3 aJIOMHHMS;
K — cootHomenne o6beMOB pacTBOPOB TpHIOHA B m xwopucro-
ro LHHKA;
m-—Macca HaBeCKH aHaJu3upyeMol npobw, T.
4.3. Pacxoxnenns MeXAy pe3yJbTaTaMH [BYX NapaiieJbHHX
onpejieJieHHH He JOJIXKHH NpeBHIIATL 3HAUEHHH, YKa3aHHHX B Ta6J. 2.

Ta6arana 2

Maccosas nmoas, % Jonyckaemoe pacxoxienne, %
5 05
Hupxonuit 15 0,6
25 07
AnomuRER 5 0,2
15 0,4
20 05
30 0,7
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Hamenerne Ne 1 TOCT 26473.11—85 CnJaBbl M JHFAaTYPH Ha ocHOBE BaHanusa. Me

TOJ ONpeneNeHHs NUPKOHHS U aNIOMHHHSA

YreepxneHo u BeefeHo B nefictBHe IlocranoBinennem FocynapcTBEHHOr0 XOMHTETa

CCCP no ynpaBjiendio KayecTBOM NPOAYKUMHM M CTaHAapram oT 14.05.91 Ne 677
Jara seenenns 01.01.92

Pasmen 2. UckmouuTs cJ0Ba H CCHJKY: «Kasbuui XJOpHCTHA (nmJjaBjeHHA) no

TOCT 4460—77», TOCT 989—75.
(ITpodoasncenue cm. c. 40)



(ITpodorncenue usmenenus k€ FOCT 26473.11—85)

=Tlynkr 4.3. IlepBuii a63an H3/J0XKHTb B HOBOH pepakunu: «4.3. 3naueHus ponyc-
KaeMHX PacXOXIEHHH yKasaHH B TaGa. 2»;
rtabauna 2. pada «MaccoBas noas, %>». 3aMeHuTh 3HAuUEHHS AJS LHPKOHHS —
5 Ha 5,0; 15 Ha 15,0; 25 Ha 25,0; ans amomunus — 5 Ha 5,0; 15 Ha 15,0; 20 Ha 20,0;
30 na 30,0.

(MYC Ne 8 1991 r.)
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