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TOCYRDAPCTBEHHBH CTAHAAPT COKW3A CCP
e

®OCbI CBAPOYHbBIE NNABJIEHLIE

Meroas onpefenenua oKCHAA LMPKOHMS rOCT
Melted welding {1 . ~
Methods of zeirc?oni“tg; g:(%de l21):=,.::Zrmina\tion 22974.8—85
QOKCTY 0809

flocranosnenmem [ocypapcreenHoro komurera CCCP no cranpapram or 20 pe-

wabpa 1985 r. N2 4475 cpok felicTBUA YCTaHOBNEH
¢ 01.01.87

Ao 01.01&#

HecobnioaeHne cTasjapra npecnepyercs no 3aKoHy

Hacrosimuii craniapt ycTaHaBjaHBaeT (POTOMETPHUECKHH  METOX
ONpeJe/eHUsT OKCHAA HNUPKOHUS (IpH MacCOBOH J0Je OKCHAA LHPKO-
Hug ot 0,50 po 5,00 %) H TUTPUMETPHUECKHH KOMIJIEKCOHOMETpHYe-
CKHH METOJ OmpejesieHUs OKCHAA LHUPKOHHSA (MPH MaccoBOA AOJe OK-
cuna uupkonusa ot 3,00 po 25,0 % ).

1. OBLUME TPEBOBAHHA

1.1. O6umue tpeGoBaHus Kk  Merojam  aHaauza — mno [OCT
22974.0—85.

2. DOTOMETPMYECKMM METO[1 ONPEQENEHUA
OKCUAA LLUPKOHMKA

2.1. CyumiHocTpr MeTOnxA

Merton ocnoBaH Ha 06pa3oBaHHH KOMIJIEKCHOTO COEAHHEHHS LHUD-
woHus ¢ apcenaszo III, okpamennoro B cuHuii  user. OmnrHyeckywo
NJOTHOCTb OKPAIEHHOrNO PacTBOPAa H3MEpSAIOT NPH  AJHHE  BOJHBI
665 HM (KpacCHBIH CBETOGHABTD).

22. AnnmapaTtypa,peakTHBB H pPacTBOPH

CnexrpodoroMeTp HIH (POTOIIEKTPOKOSOPUMETD.

Kucaora azornasi mo FOCT 4461—77.

Kucaora cepuas mo 'OCT 4204—77, paszbaBnennas 1:4, 1:10.

Mapanne oduuMansHoe lNepeneuatka Bocnpeiyera

*
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Crp. 2 TOCT 22974.8—85

Kucnora coasnag mo ['OCT 3118—77, pasGaBnennas 1:1, 1:5 ¢
MOJISIDHOM KOHIleHTpanuel >KBHBasenTa 2 MOJb/AM3.

Ammuaxk soauslit mo FOCT 3760—79. |

AMmonuit xnopuctuiii no ['OCT 3773—72, pacTBop ¢ MacCoBOH KOH-
wenrpauueit 0,2 u 0,03 r/cmd.

FuppokcunamMuua rugpoxmopui no 'OCT 5456—79, pactsop ¢
MaccoBOit koHuenTpanuei 0,2 r/omd.

CnupT STHAOBLIN PEeKTHPUKOBAHHBIH  TEXHHYSCKHH IO rocT
18300—72.

NHankaTop METHJOBBII KPacHBIA, CHUPTOBOH pacTBOP KOHUEHTpA-
et 0,001 r/cmd.

Apcenaso III, pactBop ¢ MmaccoBoii kouuenrpauueir 0,001 r/cm®:
0,1 r apcesaso IIl pacreopsiior B Boge, mobaBasfwT 15 cM® couasaHOM
kucaoth (1:5), mepesocar B MepHylo xonfy BMmectumoctbio 100 cm?
H BOOON MOBOJAT J0O METKH, TOTOBAT nepel ynorpeOaeHueM.

CraHzapTHble PAaCcTBOPHl OKCHIA LLHPKOHHS,

Pacrsop A: 2,77 r UHUPDKOHHS XJODOKHCH 8-BOJHOH DacTBOPAKT B
Boge, pobaBasior 70 cM® CONSHOH KUCAOTHI, HOJHBAIOT B MEPHOH KOJI-
Ge no 1000 cM® Bomo#t u. mepemelnusaliorT. PactBop A ¢ maccoBoil KOH-
neutpanuest okcuaa uupkouus 0,001 r/cmd.

IIpoBepslOT MaccoBYI0 KOHIEHTPAIHIO CTAaHAapPTHOro pactBopa A:
25 c¢cM® pacTBOpa noMmellalT B CTaKaH BMeCTHMOCTbIO 250-—300 cm?® u
TPOBOASAT OCaXIeHHe THAPOOKHUCH LHPKOHHS aMMHakoM. Pactsop «
OcaAKoM OCTaBJSIOT Ha 20—25 MHH, 3aTeM 0CaAO0K OTPHUJIbTPOBHIBAIOT
Ha QHUALTP «Oenasl neHTa» U NPOMBIBAIOT 4—5 pas pacTBOPOM XJODH-
CTOT'0 aMMOHHA ¢ MaccoBo# konueHnTpauueit 0,03 r/emd.

OuiabTp ¢ OCaAKOM NOMEIIAIOT B NPOKAJECHHBIH 40  NOCTOSHHOH
Maccel (ap@OpOBHI HJH NJIATHHOBLHIA THT€Jb, BHICYLUIHMBAIOT, 030JSI0T
H npoxaJsubalor npu temneparype 1000—1050 °C mo nocrosHuoi mac-
cbl, OHOBpeMeHHO MNPOBOJAAT KOHTDOJIbHBEIH ONBIT Ha  3arpsi3HeHHe
peakTHBOB, MaccoBYI0 KOHIUEHTpALHUIO pacTBOpa okcHAa uupkonus (C)
B r/cM® BHIYHCASIOT MO dopMmyse

(my—my) (my—my,)
C= 1" _21/ 3 8

rLe mp—macca THIVIS C 0CaAKOM OKCHAA LHPKOHHUA, T;
my—Macca THriA Ge3 OCafKa OKCHAA LUDKOHHS, T;
M3 — Macca THrJAd C OCAXKOM B KOHTPOJBLHOM OMNEITE, T;
my— Macca THTJA 6e3 0Cajka B KOHTPOJIbHOM ONLITE, T;
V — o6bem pacTBopa A, B3SITHIH AJs1 aHAAH3a, CMP,

PactBop B: 10 cm® pacrBopa A nepenocat B MepHylo Koaly BMe-
cruMocthio 1000 cM3, moBOAAT BOAOH MO METKH H  IePeMEelLIHBAIOT.
Pacteop B ¢  MaccoBoli  KOHUEHTpallHed  oKcHAa  UMPKOHURA
0,00001 r/cmd.

23.TlpoBenenne ananusa

[Tocne pasnoxenust ¢puaioca no I'OCT -22974.1—85 anukBoTHYI»
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roct 22974.8—85 Crp. 3

yactb pactBopa 20—>50 cm® nomellaloT B CTakaH  BMECTHMOCTBIO
300—400 cM?® (ecqu pa3noxeHHe HABECKH NPOU3BOJUJCCH NJIaBJEHH-
eM), neb6aBasior 3—5 cM® KOHUEHTPHPOBAHHOH a30THOH KHCJOTHL H
OCTOpOXHO npuauBaloT 10 ¢cM® KOHUEHTPUPOBAHHOH CEPHOM KHCJOTHI.
PacTBOp ynapusamT [0 TYCTHIX napoB cepHoi kucjorhl. Crakan <
pacTBOPOM OXJaxKJAaloT, XOPOIIO OOMBIBAIOT CTEHKHM CTaKaHa BOJXOH U
BhIIapHUBaHHe MOBTOPAIOT. 3aTe€M DACTBOP OXJAaXJalT, TPHIHBAIOT
20 om® consuol kucaotet (1:1), 10 cm® BOAB H HarpeBalT X0 INOJ-
HOTO pAacTBOPEHHS CEPHOKHCAHX coJell. K pacTBopy MNPHAHBAIOT
20 cM® pacTBOpa XJIODHCTOIO aMMOHHSI C MacCOBOM  'KOHUEHTpauuen
0,2 r/cMm3, HarpeBaroTr a0 70—80 °C, ro6aBasioT 2—3 Kamjad MeTHJIO-
BOTO KPaCHOTO ¥ pacTBOp aMMHaKa O H3MEHEHMH lBeTa HHAHKATOpa.
Jas xoaryasiiuu ocagKa pacTBOpD HarpeBaloT 3—5 MHH, He  JOBOASA
1o xuneHdsi. Ocagok OTHUILTPOBHIBAIOT HAa (PHALTP «Oenass JeHTa»,
npoMeIBalOT 2—4 pa3a ropddeit BoAod. OcaaoK NONYTOPHBIX OKHCJOB
CMBIBAOT ¢ O(uapTpa ropsiyeidl COJSAHOH KHCHOTOH ¢ MOJSPHOH KOH-
IleHTpalluell KBUBaJieHTa 2 MOJb/AM® B CTakKaH, B KOTOPOM IIPOBOJHU-
Joch ocaxjeHHe. PacTBop HarpeBawT A0 IIOJHOTO pacTBOpPEHHsS Ocal-
XKa, NepeHOCAT B MePHYI0 koaby BMecTHMOCThbIO 500 cM3® M noBOAAT A0
METKH COJSAHOH KHCJIOTOH 2 MOJb/AM?.

OT6upawT anrukBOTHYIO Yacth pactBopa 0,0—5,0 cM® (B 3aBucu-
MOCTH OT MaCCOBOH MO/ OKCHIA LHPKOHHS BO (pJloce) B MEePHYIO KOJI-
6y BmectuMocThio 50 cM3, npubasasior 10 cM® 2 monab/aM? cossiHoO#M
xkucsaoThl, 0,5 c¢M® pacTBOpa I'HAPOKCHJIAMHHA COJISHOKHCJOTO, ‘Harpe-
BalOT A0 KHneHus. PacTBop B KojabOe oxyaxaawT, npu6aBasioT H3 61o-
perkn 1 ¢Mm® pactBopa apcenaso IlI, 1oBOAAT 10 METKH COJSAHOH KHC-
Joroi 2 mosb/am®. ONTHYECKYI0 TJIOTHOCTh H3MEpPSAKT Ha CrneKTpodo-
TOMETpe 1IPH JJAHHEe BOJHBE 665 HM HAH (DOTOIIEKTPOKOJOPUMETPE C
KpPacHBIM CBeTO(PHUJIBTPOM B KIOBeTe C TOJIIHHOHK c¢jaos 20 mM. B ka-
gecTBE paCcTBOpPa CPaBHEHHS HCIOJb3YIOT PacTBOP KOHTPOJBLHOTO OIIBI-
Ta, NPOBENEHHOro yepe3 Bech XOX aHaJjd3a. Maccy OkcHIa UHPKOHHUSA
B rpaMMax HaxofsAT 110 TPaAyUPOBOYHOMY rpaduky.

2.4. IMocrtpoeHHe rpalyHpoOBOUYHOTO rpaduka

B neBsATb MepHBIX K016 BMECTHMOCTBIO mo 50 ¢M?® mocJjenoBaTesib-
HO BHOCAT W3  MukKpoOloperxu 0,3; 0,5; 0,7; 0,9; 1,1; 1,3; 1,5; 1,7 u
1,9 cm3 cranpaprHoro pactsopa b, uto  coomserctByer  0,000003;
0,000005; 0,000007; 0,000009; 0,000011;- 0,000013; 0,000015;
0,000017 u 0,000019 r AByOKHCH IMDKOHHS, B HECATYIO KOOy BHOCHT
2—3 cM?® 2 mMoab/AM3 COJNSTHOH KHCJAOTHL. 3aTeM NpHAuBalOT mo 10 cm3
COJITHOH KHCJOTH 2 MoJb/AM3 M nanee aHajau3 senyt mo m. 2.3. Pacr-
BODOM CDaBHEHMS CJIYXHT pacTBop 0e3 CTaHAapTHOrO pacTBOpa OK-
CHIA UHDKOHHA.

25.006pa6orka pe3yJAbTaTOB

2.5.1. MaccoByo jqon0 OkcHAa UHpKOHHS (X) B MpOLEHTax BHIYHC-
JISIIOT 0 (popMy.Jie |
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X=2.100,
m,
TAe m — Macca OKCHIA UHPKOHHS, HaljeHHasd MO TPalyHPOBOUHOMY
rpaduky, r
m; —Macca HaBeCcKH (JI0ca, COOTBETCTBYIOHIasl aJHMKBOTHOH Ya-
CTH pacTBOpa, I.
2.5.2. A6conIOTHBIE ROTNyCKaeMble DACXOXICHHS De3y/bTaToB ia-
paJllIeJIbHBX ONpEe/e/IeHHli NPH JOBEPHTE/bHOH BepOSTHOCTH P=0,95
He JOJIKHH NPEBHILATL 3HAYEHHH, TpHBELCHHbIX B tTabJule.

Maccopas poaA oKcHia
ﬁ,pxgﬂm, % : AGCOMOTHHE RONyCKaeMble DACXOXAeHHA, %

Or 0,50 mgo 1,00 Bkaiou, 0,08
Cs. 1,00 » 2,00 » 0,10
» 2,00 » 5,00 » 0,15
» 500 » 10,0 » 0,30
» 10,0 » 250 » 04

3. TUTPUMETPHMUYECKMH KOMMNIEKCOHOMETPHYECKMH
METOJ] ONPEAENEHUS OKCULA UMPKOHMS

3.1.CymHocTr Me€TOJAA

Merox ocHOBaH Ha THTPOBaHHMH HOHOB uupkouus (IV) TtpunoHom
B B NpHCYTCTBHH HHAMKATOpPa KCHJIEHOMOBONO  OPaHXKEBOrO  TIPH
80—90 °C. IlpucyrctBue B pacrBope mo 30 Mr ajiOMHHHS, THTaHa, OOC
10 Mr xeJje3a onpefeneHU0 HUPKOHHS He MEUIAIOT.

3.2. PeakTuBb H pPacTBOpPH

Kucnora azornas no FOCT 4461—77.

Kucaora cepsas no I'OCT 4204—77, paszbasnennas 1:1.

Kucaora conguaa no 'OCT 3118—77, pasbaBnennas 1:1.

AmMmuax soanbiit mo 'OCT 3760—79.

Harpusi ruapooKHch 110 ['OCT 4328—77, pacTBop ¢ MaccoBOH KOH-
uentrpauueit 0,2 u 0,01 r/om3.

I‘H,mpom'mammna THADOXJIOPHI O [OCT 5456—79, pactBop ¢
MaccoBOH KoHUueHTpauuei 0,1 r/cmd.

YporponuH (rekcaMeTHATETPAMHH), PacTBOP C MacCCOBOH KOHIIEH-
tpanueii 0,3 1 0,01 r/cm3.

KcuieHOMOBBIH OpaHKeBBIH HHAMKATOP C MacCOBOH KOHIIEHTpAlH-
edn 0,002 r/cm3,

Conp puHatpueBas  srunenguamMuH-N, N, N’, N’-reTpaykcycHoi
KHcaoTH, 2-BofHasa (Tpuaod B) mo I'OCT 10652—73, pacTBop ¢ KOH-
uexwTpauuen sksuBajenta 0,05 moap/mm3: 9,30 r Tpuiona B pactso-
paor B 300 cm® BojgHl, NEPEeHOCAT B MEPHYIO Konby  BMECTHMOCTBHIO
1000 cm® u pa3zbaBaAsAOT BOAOH A0 METKH.
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CraHaapTHBEIE pacTBOpP OKCHAA IHUPKOHHS TOTOBAT NO 1. 2.2.

CranaapTHeli pacTBOp OKcupaa amiommuus  rotoBit mo [OCT
22974.4—85.

CranjaprHblit pactBop okcuaa tutaHa (IV) roroeatr no ['OCT
22974.9—85.

MaccoByo kOHUeHTpauluio TpuitoHa b, BoipakeHHyo B r/cM® ok-
CHJa UMPKOHHSA, YCTAHABAUBAIOT NO CTAHAADTHOMY PacTBOPY OKCHAZ
LLHDKOHHSA: B TPH KOHHUeCKHe KoJOB BMecTHMocTbio  250—300 cm?
orbupator mo 10 cM® craHaapTHOrO pacTBOpa A OKCHAA UMPKOHHA H
aJTHKBOTHBIE YaCTH CTaHAAPTHBIX PACTBOPOB OKCHAA AJIOMHHHS U OK-
cufia tdtada (IV) B 3aBUCUMOCTH OT HX MaCCOBOH  10AH B npobe.
Pacreop pas6asasior go 100—110 om® un ocaxnaloT LUHPKOHHH pacT-
BOPOM THAPOOKHCH HaTpus ¢ MaccoBoi koHuentpauued 0,2 r/cm3 go
HayaJla BbINaJeHHs THADOOKHCH UMPKOHHS, B H30LITOK  THIPOOKHUCH
HaTpus 15 cm3. PacTtBop ¢ 0caaKoM JOBOAAT A0 KHIEHUS H KHOATAT
3—5 MuH.

Ocaiok M'HAPOOKHCH HHUPKOHHS OTPHUJIBTPOBBLIBAIOT Ha QHJIALTP «be-
Jasi JIeHTa», IPOMBIBAIOT 3—4 pasa ropsuuM pacTBOPOM THAPOOKHCH
HaTpus ¢ MaccoBoi koHuentpauue# 0,01 r/cm® m 3—4 pasa ropsued
BOoZoH. OcaloK MHAPOOKHCH C (UJbTPA CMHIBAIOT B Ty Xe Koady, B
KOTOPOH TIPOBOJAHJIOCH OcCaxKJeHHe, PpuabTp npombiBaoT 50 cm?® rops-
yei conssiHo¥ Kucaorel (1:1) (oOuimii obvem Bogbl B KucjaoTel 70—
80 cm3®). PacrBop B Kosnbe HarpeBaloOT A0 KHIEHHS, NPUJAHBAIOT 5 cM3
pacTBOpa COJNIHOKHCJIOTO THAPOKCHJAaMWHA, B KUMNAIGHH pacTBOP OCTO-
POXHO IPH NOMELWHBaHHH NpHAHBaIOT 20 cM® pacTBOpa THAPOOKUCH
HaTPusa ¢ MaccoBoi Konuentpauue 0,2 r/em?, 6 Kanesp pacTBOpa KCH-
JIEHOJIOBONO OPaH¥KeBOr0 H THTPYIOT pacTBOpoM TpHJjona B po mepe-
X0Ja OKpacK{ pacTBOpa M3 MaJHHOBOH B XeJTYIO.

MaccoByio KoHueHtpauuio TpuiaoxHa b (C), Beipaxennyio B r/cm?®
OKCHJa UHUPKOHUA, BEIUUCAAIOT 0 dopmyJe

m
C=+v,
raje m -— mMacca HaBeCKH, ‘COOTBETCTBYIOLLAs aJUKBOTHOHW UacTH pa-(:T-
BOpa, T;
V —ob6bem pacTtBopa TpuaoHa B, 3aTpayenHnli Ha TUTpPOBaHuUe,
cm3

33.IIpoBefneHne ananusa

[Tocne pasnoxenus ¢uoca no F'OCT 22974.1—85 50 cm® pactso-
pa noMmewmarT B cTakaH BMectuMocTbio 300—400 cM® (ecnu pasnoxe-
HHe HABECKH NPOBOAHMJOCH NJ1aBJEHHEM), NMPUJAHBAIOT O CM® a30THOM
KHCJIOTHI, OCTOPOXHO NPUAHBAIOT 10 cM® KOHIEHTPHPOBaHHOH cepHOH
KHCJIOTHl M BHINAPUBAIOT A0 TYCTBIX NMapoB cepuoit kucaotbl. CTakaH
0XJ/1aXJal0T, OOMBIBAIOT CTeHKH BOAOH H BBIIapHBaHHE  MOBTOPSIOT.
Crakan oxjgaxnalor, pobasasior 30—40 om? BoAb, HeHTPaAHU3YIOT
pactBopoM aMMHaKa g0 HayaJsa BHINajeHHs THApooKuced. BrimaBiuui
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0CafOK pacTBOPAIOT 2—3 KalJIAMH coasnofi kucaorel (1:1), ocaxza-
10T THAPOOKHCH aJIlOMHHHS, LHPKOHHA U ApyrHe TCHAPOOKHCH, 15—
20 cm® pacrBOpa YypOTpONHMHA C MaccoBod KoHueHTpanuen 0,3 r/cm?® u
Harpesaior npu 80—90 °C B Teuenue 10—15 MUH ans  KoaryJasiuuu
ocaaKa.

BrinaBIUHK OCalOK TUAPOOKHCH (PHJALTPYIOT Ha GHabTp  «Oesas
JeHra»., OUABTD ¢ ocagkoM MPOMHIBAOT 3—4 pa3a ropsAiuvuM pacTBO-
pOM ypoTponuHa ¢ MaccoBoii KoHuesnrpauuei 0,01 r/cm® u 3—4 pa3sa
ropsyell Bomoit, Ocalok ¢ QHUAbTPA CMHIBAIOT B (CTaKaH, B KOTOPOM
IPOBOAMJIOCH Oca)xKaeHHe, GHaAbTp npomeiBalor 50 cM3 ropsueit cous-
HOM kucJOTH (1:1) M HECKONBKO pa3 BOAOH.

PacTBop HarpeBaloT j10 NOJHOTO PacCTBOPEHHS OCAaAKa, AOBOIAT JAO
KHTIeHUs, MPHAHBAIOT & CM® pacTBOpa COJNSHOKHCJIONO I'MADPOKCHIAMHU-
Ha, B ropsayHii pacrsop npubaBasior (nopuusmu) 20 cm®  pactBOpa
M'MAPOOKHCH HAaTPHSI ¢ MaccoBo#l KoHueHtpauuer 0,2 r/om3, npuauba-
10T 6 KaneJb PacTBOpPa KCHJEHOJOBOT'O OPAHXEBOTO H THTPYIOT pacrt-
BOpOM TpHJOHA Db po nmepexoza OKpacCKH pacTBOpPa H3 MaJIHHOBOH B
KeJTyIo.

34. O6paboTKa pe3syabTaToOB

3.4.1. Maccosylo noai0 oxcuaa uupkouua (X) B npoueHTax BHI-
YHCASAIOT N0 popmydie

ALY 100,

rae V—ob6bem TpusoHa B, m3pacxomoBanHoro Ha THTpOBaHue, ¢M?;
C — MaccoBag KOHUEHTpAllUsi pacTBOpa TPU/OHA B, BhIpaxenuasi
B r/cM3 OKCHAA LHPKOHUS;
m —Macca HaBeCcKH (viloca, COOTBETCTBYOLLas AaJiMKBOTHOH 4a-
CTH pacTBopa, T.
3.4.2. AGCOMIOTHBIE MOMYCKaeMBIe PACXOKIASHHS pPe3yJbTaTOB Ma-
paJJieJIBHBIX Olpefes€HHH NpH JOBepHUTeJbHOH BepositHocTH P=0,95
He JOJIXKHB INPEBHINAThL 3HAYEHUH, TPHBENEHHBHIX B Tabaule.
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