CITAABbl U NIUTATYPbl HA OCHOBE BAHAMS I_ o
Merogtt onpegeneHust KpemHns CT

Vanadium base alloys and alloying elements, 26473_4—85

(. . Methods for determination of silicon

‘OKCTY 1709

:Moctanornenmem Focypapersennoro xomurera CCCP no cTanpapram or 25 mapra
1985 r. N2 751 cpok pelcTBua ycraHoBneH '
c 01.07.86

“po 01.07.91

Hecobniopeune crangapra npecnefyerca no 3aKoHy

Hacronmuhi crasgapr ycraHaBiAHBaeT (HOTOMETPHUECKHA H IpaBH-
METpHUECKHHl MeTOAH onpeneneHus kpemuHusa (or 0,1 zo 1%) B cmnaa-
Bax H JHTaTypax Ha OCHOBe BaHamHsdA, CojAepKaHHE CONYTCTBYIOIIUX -
KOMIIOHEHTOB B KOTOPHIX npHBeAeHo B Taba. l.

Tab6auma 1

ConyTerayomiye KOMIOHEHTHE
MerTo, onpeneneHus Maccosas %
KpeMHHUA - Roas, % HanumenoBare Macco:ea%&%:;n. .

doromerpuyecKelt 0,1—1 AmoMmunnfi 50
Bop 10

Boabdpam 8

Keneso 5

Maprasneir 3.5

MonuGzxen 25

Huo6wuit 25

Turan 25

Xpom 40

Llupxkonuf 3

T paBuMeTpHYeCKH 0,1—1 AmoMHHER 50
XKeaeso 5

Mapranen ' 25

Moaubnen 25

Turan 15

Xpom 10

Hananne oPuuymansHoe Mepeneuarka socnpeilexHa
*
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1.1. O6mue TpeGoBanus K MeromaM aHaausa —mo T['OCT
26473.0—85.

2. DOTOMETPMHECKMA METO} ONIPEIEREHUS KPEMEMS

Meroa ocHOBaH Ha OTrOHKEe KPEeMHHSt B Buae (TopHAa, 00pa3oBa-
HHH CHHEH BOCCTAHOBJEHHOH GOPMB KpeMHeMOAHONCHOBOH retepo-
NOJHKHCJAOTH ¢ NOCACNYIOIUM ¢(oTOMETPHPOBaHHEM OKpPACK#d PpacT-
BOpA.

2.1. AnnapaTtypa, peakKTHBH H PacTBOpPH

QotosnekrpokoaopuMerp THma PIK-56.

Becnl aHanutTH4eckHe.

Becn TexHudeckue. :

DiekTponeub MydeabHag C TepMOpEI‘yJIHTopOM obecneynBaOLIAn
TeMneparypy ac 900—950°C.

Mkad cywuabumii, ofecneynparomuit Temneparypy 100—120°C.

Yamky naaTHHOBHE.

Yawkn $propomnacToBee ¢ HaBHHUHMBAIOUWHMUCA KpHikaMH (Prto-
pomyacr-4 no F'OCT 10007—80) (ueprex).
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1 == gaimika ¢roponnacrosas; 2 — HaBHHYHBAOILANCA KPBHIUKA

Ilunetku d¢rToponNacTOBEE HJIH TNOJMHITHICHOBHE BMECTHMOCTBIO
| cMm3,

Bauky nojustHaeHoBhie BMecTHMOCTHIO 100 oM3 u 1 M3,

Miukpo6iopeTka BMeCTHMOCTbIO 5 ¢M? ¢ nenoft neneunsa 0,02 cm3,

Konbn Mepuhie BmectHmocTbio 100 m 1000 cmd.

Kucnora xJjopHas.

Kucnora asothas no I'OCT 4461—77, pas6asnennas 1:1, u pa-
TBOP KOHHEHTpauue# 2 Moab/ame.

Kucimora cepuaa no I'OCT 4204—77, pacreop KouHueHTpauuel
6 mMons/aM3.
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STl AR UM AL VOV, ddbbllitanoil Jgdulilnplp,

Kuciora aCKOp6HHOBaH, NHIeBas,  PacTBOP KOHI.[eHTan,He.‘
10 r/amM8.

Avmonn#t monu6aeHoBokucami no 'OCT 3765—78, paCTBop KOH
nenrpauuesi 50 r/aM® (roToBsiT B AeHDL yno'rpeﬁ.nennﬂ)

Kanufi yraexkucani — HaTpBi yraekucawi no 'OCT 4332—76.

Harpusa raapookuck no FOCT 432877, cnuproBoit pacTso]
kOHIeHTpauued 40 r/amM® H BOAHBIL pACTBODP KOHUEHTpAIHME)
200 r/mom8. |

Cnupt 3THNOBHH pekTHPUKOBaHHHIA TexHuyeckufiT no I'OC
18300—72. |

Kpemuusa asyokuceh no 'OCT 9428—73.

CranjapTHBIH pacTBOp KpeMHHus, cogepxawui 0,1 wmr/cm
(100 mxr/fcm®) xpemmusa: 0,2139 r nByoKHCH KPEMHHS TIOMeEINaio’
B IIATHHOBYIO YalKy, NpuOaBisAioT 3—4 I YIMIEKHCJAOro KaJaHsd-HaT
pust, CraaBasfioT B MydpeabHoi rmeud npu 900—950°C mo mnoaydenus
npospausoro maasa. [laas oxaaxpaaloT N0 KOMHATHOH TeMmepaTypH
BHIISJAUHBAIOT BOJAOH, NEPEBOASAT B MEpPHYIO KONOy BMECTHMOCThK
1000 cM3 u noBOAAT BONOH O METKH. PacTBOp XpaHAT B MOJHITHIE
HOBOH noCyAe. _

22. [ToaproToBKa K aHAJU3Y

2.2.1. B gpuimky ¢TopomnacToBofl yaliku nomeniapor 1 cMm® cnup
TOBOrO pacTBOpa THJAPOOKHCH HATPHS, pacupefensss €ro pOBHbIM
cioeM. KpBIIUKY NOMeIIal0T B XOJOXHBIA CYMIHJAbHHEA 1mIKad, Harpe:
BaloT mKad n0 50—60°C W BHAEPKUBAIOT KPHUIKY TPH 3TOH TEM-
nepatrype 5—10 MHE.

2.2.2. [lng BaHAZUEBHIX JIMTAaTyP MJHM CILIABOB BaHaAHK—MOJUG-
JeH—THTaH—YIJIepoA,  BaHaAHH—aJlOMHHHA—MapraHel—THTaH —
—Yyriepos, BaHaAuA—aJIOMHHUA—MOJHOIeH—TUTaH—yIJIepO, Ba-
Ha;mﬁ-—uupKonnﬁ—nuoﬁnﬁ—-—ymepox HaBeCKY auaananpyemoﬁ
npob6el Maccoir 0,1 r (npn maccoBo# poge xpemuusi 0,025—0,4%) wnawu
0,04 r (npm MmaccoBoit gose kpemuus 0,4—1%) nomemaior 8o dro-
POILIACTOBYIO YalUKy, NPHJAHBAIOT 3 cM® a30THOH KHUCJOTH, pa3baB-
JenHo# 1:1, 2 cm® PTOPHCTOBOAOPOAHOH KHCJIOTH, OXTaxAas UYaiKy
XOJIOAHOH BOJAOH JO NpEeKpallCHHs BH/ICJCHHS OKHCJOB a30Ta, MpH-
auBator 11 cm? X/IODHOH KHCJIOTH, MEPEeMEIIHBAIOT U CPasy XKe 3aKpHI-
BAIOT YALIKy KPHIUIKOH C THAPQOKHCHIO HATPHSA.

2.2.3. Ans BaHajHWeBHIX JIMTATyp HJH CILV1aBOB BaHa,IIPIH--—lalKO-
HHH—YIJIepod, BaHaAHA—UHPKOHAA— AMIOMHHHN, BaHaIlui—MOIUG-
JeH—XpOM—aJIOMHHHH, BaHaﬂ.Hﬁv—aJIiOMHHHI:'Yw-—MOJIHGIIEH-——XpOM—-
—IKeJIe30 HaBeCKy aHaJusHpyeMo#t mpobn maccoi 0,056—0,1 r (B 3a-
BHCHMOCTH OT COIEPXKAHUS . KPEMHHs) IOMEINAI0T BO (PTOPOILIACTO-
BYIO YalIKy, mpHaJauBanT 12 cMm® XJ10pHOH KHUCJAOTH, 2 CM® BOAH H
2 cm? @TOPHCTO‘BOLH.OPOH,HOH KHC/IOTHI, NEePEeMEIIHBaloT, Cpa3y xe 3a-
KPBIBAIOT YaWKY KPLIUKOH ¢ THAPOOKHCHIO HATPUS.
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- AJOMHHHH—YTJIEDOA, BAHAAHH—4/IOMHHHAH—Aa30T, BaHaJHH-—aJIlO-
MHHUA—TUTAaH-——YyIJIePOJ, BaHaJul—Maprasdell, BaHaAud—aJaIOMH-
HHA—OOp HaBeckKy aHajausupyemod npober wmaccod 0,05—0,1 r
(B 3aBHCHMOCTH OT CONEPXKAHHA KPEMHHA) NOMEINAOT BO ¢Toponia-
CTOBYIO 4YaLIKy, NPHJHBAIOT 3 CM® a30THOA KHCJOTH, pa3baBJeHHONR
1:1, 12 cm® xgopHOH KHMCaIOTHI U 1 cM® (PTOPHCTOBOLOPOAHOH KHCJIO-
TH, OXJiaXXAasf YalKy XOJOJAHOH BOJOH A0 NHpeKpaliieHusd BHAEJCHHS

OKHCJIOB a30Ta, MepeMelIMBalOT M 3aKPBIBAIOT YalIKy KPHIIKOH
¢ T'HIAPOOKHCBIO HaTpPHA.

~ '23.IlpoBenenne aHaJu3a

2.3.1. Hamky, 3aKkpHITyI0 KPHIIKOH, BHIJEPXHBAKT B CYLIHJIbHOM
mxady npu 110—120°C B TeueHne 2 u, 3aTeM BHIHUMAIOT H3 CYILHJb-
HOro wmwgKadgad, OCTOPOXKHO CHUMAIOT KPHIIIKY, YTOOH He CcOIpHKaca-
JUCh PacTBOP KHUCJOTH € THAPOOKHCHIO HATPHS, H MEPEHOCAT COonep-
JKAMOE KPBIUIKA B MOJHITHJICHOBYIO GaHOUKY ¢ moMouwbio 25 cM?® pa-
ctBopa OopHoit kucaoTe. ITocsae storo B 6aHouky pobasasiorT 1 cm?d
BOJHOTO pacTBopa TUAPOOKHCH HaTpHs, 4 cm® pacTBOopa a3oTHOHM KHC-
JOTHl KOHUeHTpauued 2 monab/am®, 20 cm3® Boawl, 5 c¢M® pacrBopa Mo-
au6rata amMMoHus. Yepes 15 mMHH npuamBaioT 25 cM® pacTBOopa cep-
HOH KHucaoTH, 10 ¢cM® pacTtBopa acKopGHHOBOH KucJaOThL. Yepes 25—
30 MMH TOJYYEHHHI DACTBOP MEePEBOAAT B MEpPHYIO KOJAOYy BMECTH-
mocThbio 100 cMm® u jpoBozasT Bogoit A0 MeTKH. ONTHYECKYIO IJIOTHOCTH
pacTBopa M3MepsIOT Ha (DOTO3/JIEKTPOKOJIOPHUMETPE, HCIIONL3Ys CBe-
TOPUJIBTP ¢ MAaKCHMyMOM CBETONPONYCKaHHMs TIpH JJiHHE BOJIHB
~630 HM ¥ KIOBeTy C TOJLIMHOH morJomalouero ceer cjaosg 10 MM
0 OTHOLUEHHIO K BOJE.

Ilepenr amasvsoM cepun npo6 uyepes Bce CTAZHH aHajM3a IPOBO-
JAAT KOHTPOJIbHBIH ONBIT (IJisi KOHTPOJS 3arpsi3HEHHS pPeakTHBOB).
3HayeHHe ONTHYECKOH ILIOTHOCTH pacTBOpa KOHTPOJBHOrO ONBITA He
pomxkHo mnpeBnmare 0,03, B IPOTHBHOM cJayuae CJeAyeT INOMEHATh
peakTuBbl. 3HaU€HHE ONTHUECKOH IJIOTHOCTH KOHTPOJIbHOIO OINHITa
BBIUHTAIOT W3 3HAYEHHsT OINTHYECKOH IJIOTHOCTH AaHaJH3HPYeMOro
pactsopa. Maccy XKpeMHHS HaxoAAT 110 IPaiyHPOBOYHOMY TrpaduKy
IO BHIYHUCJAEHHOMY 3HAUYEHHIO ONTHYECKOH MJIOTHOCTH.

2.3.2. [IocTpoenue epadyuposounozo zpaguxa

B noaunsrunenoBhie 6aHoukd BMecTuMOCThIi0 100 cm® BBOUAT H3
mukpoboperku 0,25; 0,5; 0,75; 1,0; 1,5; 2,0; 3,0; 4,0 n 5,0 cM® crau-
NapTHOro pacTBOpa KPEMHHs, 4TO cooTBeTcTByeT 25, 50, 75, 100, 150,
200, 300, 400 u 500 wmxr xpemuus. llpunuBaior 25 cMm® pacrsopa 60p-
HOH KHUCJIOTBE M JaJjiee IOCTYNAlOT TakK, Kak ykasaHo B m. 2.3.1.

Ilo Ha#ileHHBIM 3HAYEHHSAM ONTHYECKOH NJIOTHOCTH M COOTBeT-
*TBYIOUIHM HM MaccaM KPeMHHA CTPOAT IPajgyHPOBOYHBIH rpadHk.

24, 006padoTKa pPe3ynbTaToOB
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o ¢opmyae.
Xym=
1 m10s
rae m;— Macca XpeMHHs, HafJeHHas IO TrpajyHPOBOYHOMY rpa-
(QHKY, MKT;

m — Macca HaBeCKH aHaJH3HpyeMo# npolml, r.
2.4.2. Pacxoxjenne MeXJAy pe3ynbTaTaMH [IBYX MNapaaieAbHHX
onpefesieHUH He JOJXKHO NpEBHIIATh 3HAaYeHHH, YKa3aHHHX B Ta6J. 2,
Tabanmma 2

Maccopan noas kpeMmuus, % Honycraemoe pacxoxienue, %

e T e

0,1—0,3

]

3. [PABUMETPMUECKMH METOR OTPEAEIEHMS KPEMHMA

MeTos OCHOBAH Ha BHJIEJIEHHH KpPEMHH B BHAE KpeMHHEBOH
KUCJOTH BHINaPHBAHWEM HCXOLHOTO pacTBOpa 10 INOABJEHHA TiapoB
CEpPHOH KHCJOTH, NEpeBEeAeHHUU KPEeMHHEBOH KHCJAOTH NPOKaJHBAHHEM
npu 1000—1100°C B nByokHCh KpPeMHHS, OTTOHKE KPeMHHs B BHIe
TeTpadTopura KpeMHUA 06palOTKOH IBYOKUCH KpPEMHHS (QTOPHCTO-
BOJAOPOAHONW M CEpHOH KHCJAOTAMH H HaX0XKJIEHHH MacChl KPEMHHA
110 H3MEHEHHIO Beca BHIAECJCHHOIO OCaJKa. |

3.1. AnnapaTtypa, pPeakKTHUHBH ¥ pPaCTBODH

BecHn aHajguTHYeCKHe.

Becul Texnuueckue.

DaexTponedb MydeabHas ¢ TEpMOPEryJsiTOpOM, OGecHeyHBAOLIAS
remnepartypy zo 1100°C.

[Inutka snekTpHueckas.

CrakaHbl XHMHYECKHE CTEKJSHHEIE BMECTHMOCThIO 400 cm3.

Kon6ul MepHHe BMeCTHMOCTBIO 250 cM3.

Menaypku MepHBIE BMECTHMOCTbIO 50 cM3,

BopoHKH cTek/JfHHBIE KOHHYeCKHe. AuaMerpoM 30 MM.

Turau mIaTHHOBHE BMECTHMOCTBIO 30 cM3, |

[IuneTka noJu3THAEHOBas, OTrpaiyHpoOBaHHAas Ha 2 cM3,

DKCHKATOP C XJOPHCTHIM KaJbIlHEM.

OuabTpH OGyMaxKHble 00e330JeHHBIE <«CHHSA JeHTa» uaH «6esas
JIEHTa>.

Kuenora cepnas no FTOCT 4204—77, pasGasaennas 1: 1,

Kucnora aszornas no 'OCT 4461—77, pas6asnennas 1:1.

Kanbuuit xaopucteiéi (mnaeaeusiit) mo 'OCT 4460—77.

Kucnora ¢ropucroBogopornass mo I'OCT 10484—78.
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& AWMV AJ dllddiloipymun LpPUVDbL Mallun Vyo—1 1 b odBbilhnMOCTH
OT COAEPXKAHHA KPEMHHA) T[OMEMIAIT B CTakKaH BMECTHMOCTBIO
400 cM®, npuimBaioT 30 cM® a30THOM KHCJAOTH, pa3baBieHHOH 1 : 1,
HarpeBaiOT A0 pacTBOpeHHs npoOw, npuauBaioT 20 cM® cepHON KHC-
JOTH, pasbaBienHHoii 1:1, mpogonKasi HarpeBaHHe [0 BBIAEJNCHHUA
'M&POB CEPHOH KuCJAOTH B Teuenne 1—2 MuH. K oxsnaxaeHHOMY pacrt-
BOpY N0 cTeHkam xouabwbi npuausanT 100—150 cM3® Bogsl w  Harpe-
BalOT JO PACTBOPCHUSA COJCH.

- PacTteBop c ocaZkoM KpeMHHEBOH KHUCJAOTH QHUILTPYIOT depes
¢uapTp «Oesasi JeHTa» HJH «CHHSIsT JIEHTa», MPOMbLIBAIOT 0CAaJ0K
HECKOJIbKO pa3 ropadeld BOAOH. PUILTPAT U NMPOMBIBHBIE BOAHBI COOH-
PAIOT B MepHYIO Koa6y BMecTHMOCTBIO 250 cM3, oxJaxpaaioT, AOBO-
AAT BOZOH 4O METKH (OCHOBHOH pacTBOp), H HCHOJB3YIOT (NpH Heol-
XOJAHMOCTH) AJs onpenenenuss xpoma no [OCT 26473.10—85, xeine-
3da no TI'OCT 26473.3—8b5, uuprkoHus u amawMmuHds no T'OCT
26473.11—85, moaubaena mo TOCT 26473.6—85, turana mo TOCT
26473.8—85.

QuUILTP C OCaAKOM NOMENIal0T B IMJIATHHOBHIN THTeJb, OCTOPOYKHO
BHICYLIHBAIOT, O30J410T, u3berad BOCHJAMEHEHHS, MNPOKAJHBAKOT
B MydeabHod neuyd B Tedenue 40 mun npu 1000°C, 3atem oxJyaxaaioT
B 3KCHKaTope H B3BemuBaloT. IIpoxanuBaHMe M B3BeUIHBAHHE NOBTO-
pPAIOT A0 JOCTHIKEHHs MOCTOSHHOH MAacCCHI.

B3BelieHHBIH 0CaJ0K CMAaYHBalOT 2—3 KAIVISAMH BOABI, NMPHJIHBAIOT
5—6 KaneJb KOHUEHTPUDOBAHHOH cepHOH KHCJAOTH, 2 ¢M® ¢TopHucTO-
BOZOPOAHOH KHCJOTHL. THreab NMOMEILalT Ha JEKTPONJHTKY C 3aKpHI-
TOH CIIHPaJbl0 U OCTOPOXKHO BHINAPHBAIOT NPH yMEpPEHHOM Harpesa-
HHY A0 INIpeKpalleHUs BbILEJEHHS MNapoB cepHod KHUCAOTH. Cyxon
DCTATOK NpokanuBaioT B Teuenve 20 mun npu 1000°C B mydenbnoil
MeyHd, OXJaXXAalOT B 3KCHKaTOope, BaBemuBawT. [IpokanuBanue WU
33BELIMBAHUE TOBTOPSAIOT AC NOJYUYCHHS MOCTOSAHHOH MaccChl. |

Maccy xpemHUA BBHIYHCJASAIOT [0 PAa3HOCTH MEXKAY HepBBHIM H BTO-
JBIM B3BELUMBAHMEM, 10 00pabOTKH HEePAacTBOPHUMOrO OCTATKa KHCJIO-
raMH ((pTOpHCTOBOLOPOAHON U CEpPHOH) H mnoc/ie Hee.

OJ1HOBpEMEHHO € aHAJH30M CEepUH Npol uepe3 Bce CTagHH aHa-
1432 IIPOBOASIT KOHTPOJIbHBIH ONBIT (AJs1 KOHTPOJIA 3arpsi3HEHHS pe-
IKTUBOB) .

33 O6padboTKa pe3ynbTaToOB

3.3.1. Maccopyto aoaw kpemHHss (X;) B InponeHTax BBIYHCJAAIOT
0 gopmyae

X (m—m,)-0,4674-100
p==
m

y

Je m;-— Macca TUTJS C OCaJAKOM ABYOKHCH KDeMHHS A0 o06paboTkH
KHCJIOTAMH, T |
Mg -— Macca TUTAA C OCTATKOM Mnochae o6paloTKH KHCJAOTAMH, T,
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0,4674 — ko3 puHeHT nepecyera JBYOKHCH KPeMHHs Ha KPEMHHUH.

OKOHUaTeJbHBIH pe3yabTaT HaXOAAT Kak pasHOCTb MacCOBOH
JIOJM KpeMHHs B fipo6e H MaccOBOH HOJH KDPEMHHS B KOHTPOJBHOM
ONLITE.

3.3.2. PacxoxKIeHue MeXJy pesyjbTaTaMH JBYX MNapanjejbHbIX
onpelesieHUH HE JOJKHO TNPeBHIAThH 3HauYeHH#l, YKa3aHHBIX B Tabua. 3.

Ta6auma 3

Macconas AoAs KpeMHHs, % Ilonycxaeh&oe pacxoxaenne, %
M»—rﬁi — ——
0,1—0,3 ' 0,04
0,5 0,06
1 0,1
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Hamvenenne Ne 1 TOCT 26473.4—85 CruraBol M JAuraTypsl Ha OcHOBe BaHaaus, Me-
TOAbI onipelesieHHs KPEMHHSA

YTeepxneHo u BBeneHo B nefictBHe IloctaHoBienwem IocygapcTBeHHOro KomHTeTa
CCCP no ynpaBJendo KauecTBOM NPOAYKUHM H cTaHAapTram oT 14.05.91 N 676

JlaTta sseneHusn 0 1.01.92

Iynxr 2.1. 3aMenutb cculiky: FOCT 18300—72 na 'OCT 18300—87.
Ilynkr 2,4.2 H370XHTh B HOBOH pexakumu: «2.4.2, 3HaueHHA AONYCKaeMHIX DacCs

XOXAeHuH npuBeneHbl B Taba 2 (cm. c. 36)
[Tynkr 3.1. Hexmounts chaoBa: «Kanabuuit xjopucTsi¥t (mnasaenwt) mo FOCT

4460—77>.
[Tyrrr 3.3.2 H3/0KUTh B HOBOH peaakuuu: «3.3.2. 3HaueHHT HONYCKAaeMHX Dage

XOXKJAeHUH yKa3aHu B Talbu. 3,
(I1podorscenue cm. c. 36)
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({Ipodoadcenue usmenenus x FOCT 26473.4—85)

Tabauua 2

MaccoBas gens

KpeMuHusd, Y

Ta6aumga 3

(10—30)-10-2
50102
1,0

36

Jomy ckaesos
pacxoxk genne, 9

JonycKaemoe Maccosas- gons xkpev-
pacxosxzenue, % Hmd, %
4.10—2 (10—30)-10-2
6-10—2 50-10-2
0,1 1,0

(MYC Ne 8 1991 r.)

4.10~2
6-10-2
0,1



