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Ferrosilicozirconium. Method for
determination of aluminium BaameH
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OKCTY 0809

MNocranoenennem FocypapcrsenHoro Komurera CCCP no craHgaptram or 24 Hoabpsa
1986 r. Ne 3512 cpok peMcrBMA ycTaHOBNEH
c 01.01.88

Ao 01.01.98

Hecobniogenne cranjapra npecnepyercs no 3aKoHy

Hacroaumuii crasgapr ycraHaB/jHBaeT KOMILIEKCOHOMETPHUECKHI
MEeTOJ ONpeleseHHs aJIOMHHUS B (DeppOCHINKOUHPKOHHM INPH Macco-
BO# nouie ero ot 1,0 no 12,0%.

Meton ocHOBaH Ha 00pa3soBaHMH KOMIJIEKCHOTO COeNHHEeHHS
QIIOMHHHSI C JAMHATPHEBOH COJbI0 3THJCHAHAMHHTETDAYKCYCHOH KHC-
0Tl (TPUJIOH B) ¢ mocienyiouuM paspylleHHeM 3TOrO COel¥HEHHS
$TOpHCTEIM HaTpHeM. DKBHBaJCHTHOE KOJHYECTBO  BBIAEJHBIIETOCS
TPHJIOHA B THTPYIOT pacTBOPOM YKCYCHOKHCJOro IHHKA B NpPHCYTCT-
BHH HMHAMKAaTOpa KCHJIEHOJIOBOrO opaHxkeBoro. JKese3o H LHPKOHHUII
NpeABaPHTEIbHO OTAENAIOT B BUAE THAPOKCHAOB NPH TOMOLIH FHAPO-
KCHOA HATpHA.

1. OBLLUE TPEEOBAHMSA

1.1, O6ue TpeGoBawus K Metoay aHanusza—mno T[OCT
13020.0—75.

1.2, JlaGopatopHas npo6a AosxkHa OBITb NPHrOTOBJEHA B BHIE
TOHKOIO IOPOIIKA C pa3MepoM 4YacTHIl, NPOXOASLIHX Yepe3 CHTO C
cetkoit Ne 016 no 'OCT 6613—73.

2. PEAKTMBbI M PACTBOPGLI

Kucnora asorHags no I'OCT 4461—77 u ¢ MoJasipHOH KOH-
veHTpanueit 0,5 MoJb/aM3,
Kucnora ¢ropucropogopoatasi no FOCT 10484—78.

H3nalne otHuManbHoe Nepenevarka BocnpeujeHa

*
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Kucnora cepnasg mo ['OCT 4204—77, pas6aBnenHas 1:1.

Kucnora coasHas no I'OCT 3118—77, pas6asnennas 1:1, 1:10
u 1:100.

Kucnora 6opuas no T'OCT 9656—75.

Kaauit nupoceprokucaniii 110 TOCT 7172—76.

Hartpus ruppooxucs no I'OCT 4328—77, pacTBop € MaccoBoii
koHuenTpauuest 250 r/AM3;, XpaHHTb B NOJHITHIEHOBOH mocyne.

Hatpus nmepekuco.

Hartpuit ¢ropucteit no 'OCT 4463—76, pactBop c MacCoBOil
KoHuenTpauuet 35 r/aM%, XpaHUTbL B NOJKITHIEHOBOH mOCyZe.

Ammonnit yreycnokucanii no FOCT 3117—78.

Kucnora ykcycHas mo TOCT 61—75.

Bydepusniit pacrsop pH 5,5—5,8:500 r ykcycHOKHCZIOrO aMMOHHS
pactBopsilor B 1 nmM® Boxbl, AoGaBasioT 30 cM3 yKCYCHOH KHCJOTH H
nepemellnBaT (KoHTposab no pH-merpy).

CnupT 3THAOBBIA pekTHHKOBaHHBI TexHuyeckuit no TI'OCT
18300—72.

®enongranenn no 'OCT 5850—72, cnuproBOi pacTBOp € Mac-
coBoji kouuenrpanueir 0,01 r/emd,

Hatpuit xaopuctnit mo TOCT 4233—77.

KcuniieHOMOBHIH OpaHXkKeBHIH.

CwMmech pHAaukaTtopHas: 0,1 T KCHJIEHOJOBOrO OPaHKeBOro TIATEJb-
HO pacTHpaloT ¢ 10 r XJOpHCTOro HaTpus.

Ammuax soauwiit o 'OCT 3760—79.

LIupKOHMI a30THOKHCJBIN.

CraHRapTHHH pacTBOp UHPKOHHS: 58,59 r a30THOKHMC/IOrO LHPKO-
HHJa pactBOpsiioT B 250 cM® a30THOM KHCJIOTHI C MOJSPHOH KOH-
uentpanueii 0,5 Mosib/AM3, NepeqHBAalOT pPacTBOP B MepHYIO KOAGY
BMECTHMOCTbIO | AMS3, JOJUBAIOT TOH Ke KHCJOTOH A0 METKH H Iepe-
MeIHBAIOT.

MaccoBasi KOHICHTPAlHsl HUPKOHHsT B pactBope pasBHa 0,020 r/cm3.

Amomunuit nepuytbli no FOCT 11069—74.

Cranpapteblfi  pacTtBop  amiomuHusi:  1,0000 r anioMuuust no-
MellalT B CTakaH BMecTHMoOcThio 250 cM® H pacTBOpSIIOT IpH Harpe-
BaHuu B 50 cM3 coasHoM kHucaore (1:1). PacrBop oxnaxaaror,
ocTopoxHo npunuBaoT 20 cM® pacTBOpa CepHON KHCJAOTH U BHOApH-
BAIOT JO BHEJIEHHH NapOB CepHOH KHCJOTH, KOTOPHIM AalOT BHI-
JeJATbCs B TeueHHe 2—3 MHH M BHOBb oOxyaxpaior. OG6MbIBaloT
CTEHKH KOJIObl BOJOH H PacTBOP IIEPEHOCSIT B MepPHYI0 KOJa0y BMECTH-
MoCThI0 | AM3, NOJIHBAIOT 4O METKH BOJOM H NEePeMelIHBaIoT.

MaccoBasi  KOHUEHTpalMf  aJIOMHHHS B pacTsope  paBHa
0,001 r/cm3.

Coab pauuatpueBast stuaenguaMud — N, N, N/, N’ — rerpaykcyc-
HOM KkucaoThl, 2-Boanas (rpuiaon B) mo I'OCT 10652—73, pactsop
¢ MoJasipHOfi KoHueHTpauuei 0,025 moab/am3: 9,306 r Tpuiona b pacT-
BopsioT B 300 cM® BOABI B NPHCYTCTBHH HECKOJIbKMX Kallelb aMMHAaxa.
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PacTBop OHILTPYIOT B MepHYI0 KoJGy BMecTHMocTbio 1 am3. @uabtp
ApoMBEIBalOT 2—3 pasa BOXOH M or6pacbiBaloT. PacTBOp ROMHBAOT
[0 METKH BOJAOH W IlepeMEIIHBAIOT; XPaHHTb B MOJH3THJIEHOBOH
Nocyae.

Iunk ykcycHokucantii 2-Bopueiit mo [OCT 5823—78, pacrtsop ¢
MoJasipHO#t KoHUeHTpauued 0,025 moub/am3: 5,5 r UHHKA YKCYCHOKHC-
sioro pacrBopsior B 100 cM® Boiwi, noGaBasior 2 cM® yKCyCHOH KHC-
JIOTHl H pa30aBJsAT BOAOH a0 1 am3.

MaccoBylo KOHIEHTpauuio pacTBopa YKCYCHOKHCJIOIO IHHKa ycTa-
HABJMHBAIOT [0 CTaHJAapTHHIM o6pasuaM, OJH3KHM IO COCTaBy K
aHaqu3upyeMoii TpoGe W NPOBELEHHBHIM 4Yepe3 BCe CTAJHM aHaJH3a,
M NO CTAHLAPTHOMY pAacTBOPY aJIOMHHHs, IIPOBEAEHHOMY uepe3
BEChb XOJ aHaJH3a.

JOnst aTOro B NJIATHHOBYIO YalUKy NOMEIIAlOT CTaHAapTHHE pacT-
BOpbl AJIOMHHHsI M LHPKOHHS B KOJMYECTBAaX, COOTBETCTBYIOIIHX CO-
JepXaHuIo aJIOMKEHHS H UHMPKOHMS B aHa/JIu3upyeMoit mpobe M Ipo-
BOIAT yepe3 BeChb XOJ aHaJ/H3a.

MaccoByo KOHLUEHTPAUHI0 PacTBOPA YKCYCHOKHCJIOrO IIMHKA MO
aJIOMHHHIO, BBIPaXKEeHHYI0 B I'/cM?, BLIYHCASIOT NO ¢opMye

m

c=—"—,
V—Vv,

rjie m— mMacca aJIOMHHIS, COOTBETCTBYIOIIAS aJHKBOTHOH 4YacTH
pacTtBopa, r;
V — oO6bem pacTBOpa YKCYCHOKHCJOrO LHMHKAa, H3PacXOfOBaH-
HBIf IIpH BTOPOM THTPOBaHHUH, CM3;
Vi—o6beM pacTBopa YKCYCHOKHCJOrO LHHKA, H3pacxoAoBaH-
HbIi Ha THTPOBAaHHe pacTBOpa KOHTPOJBHOTO ONBITa, cM3.

3. NPOBEAEHUE AHAJIU3A

3.1. Tlpu KHCJIOTHOM pa3JiOXKEHHH HaBecKy (eppOCHIHKOLHPKO-
uus Maccoit 0,5 r moMenlaloT B MJATHHOBYIO YalKy HJH YallKy H3
CTeKJIOYrJjepoja, IPUAHBAIOT 5 cM® BOAB,, 5 cM® a30THOH KHCJOTHI,
a 3aTemM NO KamisiM J0GaBJIsIOT (HTOPHCTOBOAOPOAHYIO KHCJOTY [0
PacTBOpPEHHsI OCHOBHOH MacChl HaBeCKH, NMPHKPLIB UalIKy KpPHILIKOH
M3 mJacTMaccel, H eme 5 c¢cM® (TOPHCTOBOAOPOAHOH KHCJIOTH B
H36LITOK. 3aTeM HarpeBalOT [0 IIOJHOTO PAaCTBOPEHHs HaBeCKH, IpH-
guBalor 10 cM® pas6GaBaeHHOH CcepHOH KHCJIOTH H  BHIIapHBAIOT
COflepXKHMOe 4YalKH Aocyxa. OXxJiaXK1aloT, CTeHKH YaIlKd OOMBIBAIOT
BOAOIH H BHOBb BHIIAPHBAIOT A0CYyXa.

ITocne oxnaxpeHus B waumky npuauBaior 20 cM® pacrBopa coJs-
Hoil kHcaoThl (1:1), HarpeBaloT W CONEPXKHMOe YAIUKH MEPEHOCAT B
KOHHYECKYyI0 KoJOy BMecTuMOCTbI0 250 cM3®. Hamky oOGMBIBalOT He-
CKOJIbKO pa3 ropsiyedi BOJAOH, cobupasi MPOMBIBHBIE BOABI B Ty Xe
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konby. Copepsumoe Ko0JaOB HarpeBaloT OO IIOJHOTO PacTBOPEHH:
cojei.

PactrBop ¢uabTpyloT uepe3 NJOTHHHA (QHIBTD B IPUCYTCTBHH He-
Gosabioro KoJHyectBa  0e330JbHOH  (GUABTPOOYyMaxKHOH  MacchHL.
OcTaToK nepeHocsiT Ha (GHIABTP ¢ MOMOLUbIO CTEKJSHHOH NaJOYKH.
QuALTP ¢ OCTAaTKOM INPOMBIBAIOT S—6 pa3 TOpPSAYHM DPacTBOPOM
constHoil xucaoTh (1:100), cobupasi GUIALTPAT M APOMBLIBHBIE BOJH
B KOHHUYECKYIO K016y BMecTHMOCTbIo 250 cm3.

QOuiabTp ¢ OCTAaTKOM INOMeNIaloT B IUIATHHOBBIH THreNb, Cyuwiar,
osonsiorT u npokasauBaior npu 700—800°C no mosHOro BHITOpaHHS YI-
jgepopa. OCTaTok B THIVIE CIVIABASIOT ¢ 3 I' MHPOCEPHOKHCJAOIO Ka-
aus npu 700—800°C B Teuenre 10—15 mun.

IM1ap soimesnaynBaoT B 50 cm® conmsiHoft kuesotwt (1:10) u pacr-
BOD IIPHUCOEAHHSAIOT K OCHOBHOMY (PHJLTpATY.

K o6beniinennHoMy pacTBOpy H06aBIsIOT 2 I' OGOPHOH  KHCJOTLI,
BhinapuBaloT ero npumepHo xo 100 cm® u oxnaxpaaioT. 3aTeM HeH1pa-
JIU3YIOT PacTBOPOM THAPOKCHAA HATpHs A0 Hayaja BhIafdeHHus
FHAPOKCHAA IHPKOHMs, IIOC/A€ 4ero TOHKOH CTpyel NpH NepeMelIMBd-
HUHM NEPEJHBAIOT B CTakaH BMecTHMOCThI0 400 cM3, B KOTOpHIA mpen-
BapuTeabHO Haauto 50 cm® ropsiyero pacrsopa TUAPOKCIAA HaTpus.
ConepxuMoe CTakaHa KHISATAT B TedeHHe 3—4 MHH H OXJaXKAaloT.

PacTBop mnepeauBamT B MEPHYIO KOJOy BMeCTHMOCTbIO 250 cm?,
pa3faBJafOT A0 METKH BOJOH, MepeMellHBalOT H JaloT OTCTOATHCA.

3.2. Tlpu wiesjoYHOM CIJIaBJIEHHY HaBeCKy (eppOCHIMKOLUHPKOHKS
Maccoit 0,5 r nomemawT B JKeJe3HBH THreJb, TIATeJbHO HepeMeliu-
BaIOT ¢ 7 T MEPEKUCH HATPHs, CBEPXYy AOOABJASIOT 3 I' MNEPEKUCH HAT-
pusa u cniapasor npu 750—800°C. Bravasne HarpesaHue THIMIA € CO-
JIepXKHAMBIM TIPOU3BOJASAT OCTOPOXKHO Y BXOAa My(espHOH INeuH, 3aTeM
NIPOJIBUTAIOT ero B GoJjlee ropsiuylo 30HY, HarpeBawT [JO NOJHOrO pac-
IJIaBJ€HUs H NIPH YKa3aHHOH TeMIllepaType BBIAEPXKHUBAIOT B TeyeHue
3—5 MHuH.

Ilocae 3TOro THreab C COAEPIKHUMBIM OXJAXKIAIOT, [OMeLaloT B
crakad BMectuMocTbio 400 cm3, npubasasior 100 cMm® BOAW M ocTAaB-
JAIOT Ha HEKOTOpoe BpeMs JO OKOHYAHHSA BhILeJauyHBaHUs IJIaBa.
3areM, He ylaJssis THUIJs M3 CTaKaHa, PacTBOp KHMSATAT AJsi pas3pylie-
HHSl TEPEKHCH BOAOpPOAA NO MOMEHTa NpeKpallleHHs! BbIAEJEeHHsS KpyIi-
HBIX Ny3HIPHKOB rasa.

PactBop oxsnaxAalnT, THrejlb H3BJIEKAIOT U3 CTaKaHa H OOMBIBA-
IOT CTE€HKH THIVIS BOJOH. 3aTeM pacTBOP C OCaJKOM IIepeBOAAT B Mep-
HYI0 KOJOy BMecTHMOCTbio 250 cM®, pa3baBasioT 10 METKH BOJOM,
nepeMeuI¥BalT U al0T OCAAKY OTCTOSIThLCS.

3.3. PactBop, nonyueHunifi mo n. 3.1 uau n. 3.2, GUILTPyOT 4epes
cyXxoil QHJBTP B CyXOH cTakaH, oT0pachbiBasi IepBble NMOPLUUH (QHUIBLT-
para.

AnukBotaywo uvacts 200 cM® (mpm MaccoBofi fojie aJIOMHHHSA JO
3,0%) maum 100 cM3® (nmpu MaccoBoil aoJjie aqiOMHHHS cBhie 3,0%
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g0 7,0%), uau 50 cm® (mpu MaccoBoit goae amoMuHHs cBbiwe 7,0%)
OOMEIAaI0T B KOHHUECKYI0 KOJaOy BMectuMmoctblo 500 cMm?, npuausaiot
toudo 30 cm? pactBOopa TpHJOHa b.

H36BbITOK THIPOKCHAA HATPHA B NPHCYTCTBUH 2—3 hamedb (eHos-
¢rasenna uam 30—50 Mr HMHAMKATOPHOH CMeCH HeHTpaJjH3YIOT
coagHOi kucaoroii (1:1) HO H3MeHEeHHs OKpPacKH pacTBOpa, 3aTeM
anpunnsaior 20 cm? GydepHOH cMEcH M KHIATAT B TedeHHe 2—3 MHH.

PacTBop 0oAaJaXkAaloT W H3GBITOK TpHAOHA b oTTHTpOBEIBalOT pact-
BOPOM YKCYCHOKHCJIOrO LHHKa B npHCyTcTBHH 50—100 Mr unauka-
TOPHOH cMecu IO Iepexoja KeJTOH OKPacKM pacTBOpa B KpacHo-
¢uoseToBy0. 3areM MAJs CBA3BIBAHUA aJIOMHHHA BO (TOPHJAHBIIN
kommaeke npuausalor 30 cMm® pacTBopa (PTOPHUCTOrO HATpHs, KHNATAT
B TeueHHe 2——3 MHUH, OXJaXJAAOT, U BHIAEJHBUWINHCA TpuJioH b rtur-
PYIOT PacTBOPOM YKCYCHOKHCJIOrO LIHHKa B NMPHCYTCTBHII JONOJHHTE/Ib-
HO TPUOABJEHHONH CMECH MHAHKATOpPa B KOJHYECTBE NP ISHTEABHO
50 Mr.

4. OBPABOTKA PE3VYJIbTATOB

4.1. Maccosyio 1010 amiomunusi (X) B mpoueHTax BHIWICIAIT NO
dbopmyde
X=(V——V1) ¢ 100
m

rge V— o6bem pacTBOpa YKCYCHOKHMCJIOTO IMHKA, H3PacXoA0BaH-
Hplif Ha THTPOBaHHMe MocJe NpHOaBiIeHHS (QTOPHCTOrO HAT-
pusi, cM3;
Vi — obbem pacTBOpa YKCYCHOKHCJIOrO IIHHKAa, H3pacxoJA0BaH-
HBlH Ha THTPOBaHHE PacTBOPa KOHTPOJIBHOTO ONBITA INIOC]E
npudasJeHus GTOPUCTOro HATPHA, CMP;
€ — MaccoBasl KOHIEHTpalus pacTBOPa YKCYCHOKHC.IOTO LHHKA
Nno aJIOMHHAI, r/eM3:
m-— Macca HaBeCKH, COOTBETCTBYIOILAS  aJIhBOTHOI  4acTH
pacTBopa, T.
4.2. A6COMIOTHBIE PACXOXKAEHUsT Pe3YJIbTATOB NapPaJlJebHbIX Olpe-
HeseHHi He JOJKHBI NPeBLINIaTh AONYCKAEMBIX 3HAYEHHI, VKa3aHHBIX
B Tabanie.

AGcomoTHbie J0NMVLk 1eMule

o
MaccoBas 1019 anoMuHHg Y pacxoxmmerus %

Or 1,0 no 20 Bkiawou
Cn 20 » 50 »
» 50 » 120 »
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