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13997.7-84
MeTO,qu onpeneneHna OKUCK a/ltoMUHUA

Zirconium containing refractory materials and products.
Methods for determination of aluminium oxide

[ara BeegeHns 01.07.85

HacToawwnii cTaHfapT ycTaHaBnvMBaeT MeTOAbl OMpeAeneHus OKUCW antoMWHUA N Matepuanax u
U3AeNNAX OFHEeYMOPHbIX LIMPKOHUIACOAePXKALLMX: (HOTOMETPUYECKNIA METOS ONpeseneHns OKUCK antoMUHNSA
¢ xpomasyposiom C (Mpu maccoBoi gone okucu antommuHusa ot 0,5 o 3 %): KOMMNIEKCOHOMETPUYECKHIA
METOZ OnpeseneHns OKUCK antoMUHNA B LMPKOHWCTbIX OFHeynopax (Mpy MaccoBOii 071 OKUCH antoMUHUS
ot |1 o 30 %) 1 KOMNIEKCOHOMETPUYECKHI MeTO[ OnpefeneHns oKucK antoMuHUA (MpWM MaccoBoi fone
OKMCK antoMruHusa [0 95 %).

CraHpapt cooTBetcTBYeT CT C3B 4428—83 B 4aCTV KOMIMJ/IEKCOHOMETPUYECKOTO MeToja onpejene-
HWUA OKUCW a/lOMUHWA B OTHEYMOPHbIX MaTepuanax WU U3Lenusax M3 HUX C MaccoBOM [ofiell [BYOKWUCH
LMpKOHUA A0 65 % (Kpome 6aanenenToBbIX).

(N3meHeHHas pepakums, 3m. Ne 1)

1. OBWWNE TPEEOBAHWNA

11. O6wue TpeboBaHMa K MeTogam aHanu3a —no FOCT 13997.0.

2. ®OTOMETPUYECKWA METO/A OMPEAENEHNA OKUCY ANIOMUHNA

2.1. CywHocTb MeToga

MeTof OCHOBaH Ha OTAENEHWM AIOMUHUA OT UMPKOHUA (radHus), TuTaHa 1 Xxenesa 06paboTkoi
pacTBopa Lenoybio, nepeBefeHNEM antoMUHWUSA B aflOMUHAT M (DOTOMETPUYECKOM ONpejeneHnn B BUe
OKpAaLLEHHOr0 KOMMIEKCHOr0 COeAMHEHNS C Xpomasyposiom C.

2.2. Annapatypa, peakTuBbl U pacTBOpbI

doTo3nekTpokonopnmeTp Tna KPK-2 1 apyrue, obecneumnpatoLLye TpebyeMyto TOUHOCTb 3MEPEHUS.

Kucnota consHaa no FOCT 3118, pas6asneHHas 11 n 1:3 1 pacTBOpbl MONSIPHON KOHLEHTpauun
3KBMBAJIEHTa CONsIHOM KucnoTbl 0.25 1 0.5 monb/gm3.

Hatpus rugpookmce no FOCT 4328, x.4., pacTBOp C MaccoBoil goneit 10 %, XpaHST B NoauaTue-
HOBOM coCyge.

Kucnota ykcycHas no FOCT 61, pacTBOp MOMISIPHOW KOHLEHTPaLMK 3KBMBaNeHTa YKCYCHON KNCNOTbI
0,2 monb/gm3.

HaTpuii yKcycHoKuCAbIn 3-BogHbIA no TOCT 199.

PacTBop 6ydepHbIin auetaTHblli ¢ pH 5,4—5,6: 49 I yKCYCHOKWUCNIONO HaTpWsl pacTBOPSAOT B BOAE,
po6asnaT 200 ext3 pactBopa 0.2 MOAb/AM3 YKCYCHOM KWUCMOTbI U JONMBAKOT BOAOW A0 2 AM3.

WHAMKATOP METW/OBbIA OpaHXeBbll (HaTpuiA Napa-LUMMeTUIaMWHOa306eH301Cy Nb(OKUCbIN) pac-
TBOp € MaccoBoii goneid 0,1 %

CnupT 3TWNOBLIA PEKTUPMKOBaHHbIV TexHuvecknin no MTOCT 18300.

Xpomasypon C. pacTBop ¢ MaccoBoii goneit 0,05 %: 0,5 r xpomasyposia C pacTeopstoT B 200 cM3BoAbl
npu cnabom HarpeBaHUW (Ha BOAAHON 6aHe). K oxnaxgeHHOMY pacTBopy npuamsatoT 125 cm3 3TuioBoro

M3gaHne opuymansHoe MepeneuyaTtka BocnpeLeHa
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cnupTa, NePeBOAAT B MEPHYHO Konby BMecTMMOCTbio 1000 cm3, 4OBOAAT BOAON 40 METKM M NepeMeLLMBatoT.
PacTtBop rofeH B TeueHue 15 cyr.

AntoMuHmnin mapku J1995 no FOCT 11069. cTpyxka munam /199, 99p.

CTaHgapTHbI pacTBOpP XI0PUCTOr0 aNlOMUHUA: HaBeckKy Maccoit 0.5294 r meTanMyeckoro antomum-
HMA pacTBOpstoT B 150 cm3consaHoi Kncnotbl (1:1), NepeBoAAT B MEPHYHO Konby BMeCTMOCTbHO 1000 cm3,
[OBOAAT BOAOW [0 MeTKM U nepeMelumsatoT. (s NMpUroToBAeHWS CTaHAApPTHOrO pacTBoOpa MCMONb3YHT
TaKkXe CoMn anoMUHUA KBanMQrKaLmm ocoboin YnCToThl).

CTaHfapTHbI pacTBOP X/I0PUCTOrO aNtOMWUHWSA C MacCOBOM KOHLUEHTpauueil OKWUCKU alloMUHWA
0.0010 r/cm3 (pacTBOp A).

pagyvnpoBOYHbIA CTaHAAPTHbIA pacTBop: 20 cM3 cTaHAAPTHOrO pacTBopa A pa3baBnstoT B MepHOI
Kon6e BMeCTUMOCTbI0 200 cM3. MPUMEHSOT pacTBOp BAEHb MPUIrOTOBNEHUS.

"pagyvpoBOYHBIV CTaHAAPTHBIA PacTBOP C MAaCcCOBOW KOHLEHTpaLueid okicu antoMmHns 0,0001 r/cm3
(pacTtBop B).

[Jonyckaetca npumeHeHWe B KayecTBe MCXOAHOro Mmatepuana f1s NPUroTOBNEHWUS CTaHAapTHOro
pacTBopa OKMCW antOMUHWUA CMEKTPanbHON YACTOTbI UK KBanudmkaumm ocoboi umctoTbl: 0.5 r okncu
aNloOMUHNA, NpesBapuTeNbHO NpokaneHHon npyu 1000 *C B TeyeHue 2 Y, CNaBASKOT B MN1aTUHOBOM TUI/ie
¢ 5—6 I MMPOCEPHOKMCSOro Kanus, CnjaB pacTBOPSOT B pacTBOPe CONAHON KucnoTbl 0,5 Monb/gm3,
NMepeBOAAT B MEpPHYI0 K0nby BMecTMMOCTbio 500 cM3, AOBOAAT A0 METKM TEM >Ke PacTBOPOM COMSIHOA
KUCNOTbI W NepemeLLmnBaroT.

CTaHAapTHBIA pacTBOp aNlOMUMHUA C MaccoBOW KOHUeHTpauueid okucy antomuums 0,0010 r/cm3
(pacTtBop A).

I"paflyMpoBOYHbI CTaHAAPTHbI/ PacTBOP rOTOBAT pa3baBiieHWeM CTaHAAPTHOrO PacTBopa atoMUHNS,
KaK yKa3aHO BblLLe.

(W 3veneHHas pepakums, M3m. Ne 1)

2.3. TposefeHue aHanm3a

2.3.1. ANIMKBOTHYIO 4acTb pacTBopa 1mnocne rpaBMMeTPUYECKOro onpefeneHus ABYOKUCU KPeMHUA
no NOCT 13997.3. pasHyto 50 cm3, uninm 50—100 cm3 pacteopa | wam 2 no TOCT 13997.4 nepeHocAT B
CTakaH BMeCTMMOCTblo 250—300 cM3, MoAorpeBaloT 4O KUMEHUS W MPU NepemMeLlviBaHUW CTEKNSAHHOW
nanoykoli 06aBnsAtT 40 BbINaLeHWA 0CaZiKa PacTBOP rMAPOOKMCK HATpUs ¢ MaccoBoit gonei 10 % u nocne
aToro ewe 25 cM3 B 136bITOK. COAEPXKMMOE CTaKaHa OBOAAT A0 KUMEHUS, KUNATAT 5—10 MUH, oXaxaaloT,
nepeBoAAT BMeCTe C OCafKOM B MepHYH KONy BMecTUMOCTbiO 250 cM3, J0BOAAT 4O METKU BOLOW u
repemMeLLmnBaroT.

PacTBop uabTpytoT uepes cynoii qunbTp AvameTpom 11 cM «KpacHas neHTa* B CTakaH. [lepBbiMu
[BYMSA-TPEMS NOPLMAMU CMbIBAIOT CTakaH, 0TOMPatoT a/IMKBOTHbIE YacTu nnbTpaTa: 10 cM3—npn MaccoBoi
fate okucy antomuHua meHee 1,0 95; 5 cm3 — npu mMaccoBoii gate okucy antomuHusa ot 1,0 go 3,0 %.

ANVIKBOTHYIO YacTb pacTBopa MOMELLAOT B MEPHYH Konby BMecTUMOCTbIO 100 cMm3, f06aBnsI0T O4HY
Kanaw pacTBopa MHAWMKATOpPa METW/I0BOrO OPaHXEeBOro U HeMTpanu3ytoT pacTBOPOM COMAHON KUCMOTbI
0,25 monb/AM3 40 Nepexoda OKpPacku pacTBopa W3 XKenToi B PO30BY 0 OT OAHOI Karnau pacTBopa KUCOTbI.
Mpy nomewnBaHMM NpuanBatoT 5cm3 pacTeopa xpo.Madypona C. 30 cm3aueTaTHOro 6ydgepHoro pacteopa
¢ pH 5,5—5,6, 4OBOAAT A0 METKM BOAOI M MepeMeLLnBatoT.

Yepes 30 MUH 13MePSAIOT OMTUYECKYHO NNOTHOCTbL PacTBOpa Ha (hOTO3NEKTPOKONOPUMETPE C 3eN1EHbIM
cBeTounbTpoMm (0651acTb cBeTonponyckaHns 530—550 1um) B KroBeTe ¢ TOAWMHOR cnosi 10 mm. B kavecTse
pacTBOpa CpaBHEHUS NPUMEHSAIOT PacTBOP KOHTPO/IbHOTO OMbITa, COAEPXKalLLuii BCe MPUMEHSIEMbIE MO XO4y
aHann3a peaxkTuBblI.

Maccy OKMUCY a/llOMUHWA B rpaMMax HaxofsaT no rpafyvMpoBOYHOMY rpadmky.

2.3.2. TloCTpOeHMe rpagyMpoBOYHOro rpaguka

VcxogHble pacTBoOpbl Ans MOCTPOEHWUS TPafyMpOBOYHOrO rpaduka rOTOBAT B MepHbIX Kon6ax
BMeCTMMOCTbIO 250 cm3, cobntofas Bce onepaumm xofa aHanmaa.

B cTakaHbl BMeCTUMOCTbI0 250—300 cM3 0TMEPSOT 6HOPETKON aNMKBOTHbIE YacTW FpagynpoBOYHOro
CTaHAapTHOro pacTeopa antomuHus: 2.5; 5,0; 10,0; 15.0; 20.0; 25,0: 30,0 cM3. Bo Bce cTakaHbl NpubasnsoT
MEpPHbIM LuanHApoM no 50 cm3 pacTBopa KOHTPO/IbHOTO OMbITa, MOAOrpeBaloT O KUMEHUS W Mpu
NOMELLUVMBAHUM NPUNBAIOT MEPHbIM LMAMHAPOM N0 40 cm3 pacTBOpa rMAPOOKUCK HATPUA C MAccoBoi
ponein 10 %. PactBopbl KMMATAT 5—10 MUH. OXNaXAAOT, NEPEBOAAT B MepHble KON6bl BMECTUMOCTHIO
250 cm3, foBOAAT BOAONW A0 METKW, NMepemeLLnBatoT.
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B mepHble Konbbl BMeCTUMOCTbIO 100 cM3 0TOMParOT NUNETKON No 5 CM3 MCXOAHbIX pacTBOPOB, YTO
cootsetcTByeT 0.000005. 0.000010; 0,000020; 0.000030; 0.000040; 0.000050; 0.000060 r OKUCK aNKOMUHUA.
[o6aaTaoT ogHy Kanaw pacTBopa WMHAMKATOpa METW0BOTO OpPaHXXEBOFO W HEWTpanu3ytoT pPacTBOPOM
consHow kmcnoTel 0.25 Monb/gM3 [0 nepexofa OKPacKy pacTBOpa M3 XXeNTol B PO30BYO OT OAHOW Kaniv
pacTBopa K1cnoTbl. MNpu nomeLwlBaHUy NpuameatoT no 5cm3 pacTeopa xpomasypona C, 30 cMm ' aueTaTHOro
6ytepHoro pacteopa ¢ pH 5,5—5.6. 40BOAAT [0 METKM BOAONW 1 NepeMelnBatoT. Yepes 30 MUH U3MepsOT
OMTUYECKYHD MNOTHOCTb, KaK YKa3aHO BbiLLE.

Mo HaigeHHbIM CpegHVUM apu(METUYECKMM 3HAYEHWSM ONTWMYECKOW MJIOTHOCTM W3 TPex cepuil
OMbITOB W COOTBETCTBYIOLLMM MM Maccam OKWUCU altOMUHWSA B rpaMmax CTPOSAT rpagyvpoBOYHbIi rpagmk.

(N3meHeHHas pepakumsa, Vv Ne 1).

2.4. O6paboTKa pe3y/nbTaToB

2.4.1. MaccoByto O/IH0 OKMCU antoMuHNA (A) B NPOLEeHTaxX BbIMUCAAIOT NO Ghopmyne

T mV -250 <100
Y, ¥r tx °’

rge T — macca OKUCU antoMUHWA, HalileHHas Mo rpagyvpoBOYHOMY FpadKy, T;
V — ncxofHblii 06beM pacTeopa, CM3;
250 — pa3baBneHvie aMKBOTHOM YacTy pacTBopa nocne 06paboTKM rMAPOOKNCLIO HATPUS, CM3;
Y — a/IMKBOTHasA 4acTb UCXOAHOr0 pacTBOpa, B3fTas A4/ onpeaeneHus okucy antoMuHunsa (50 nm
100), cm3;
V2 — annkKBOoTHas yacTb pacteopa (5 nan 10). B3ATas Ansg GOTOMETPUPOBaHNS. CM3;
/M — macca HaBecku, T.
2.4.2. HopMmbl TOYHOCTM W HOPMAaTWBbl KOHTPOAA TOYHOCTW W3MEpPEHWI MacCcOBO AONU OKUCK
anlOMUHMSA MprBeAeHbI B Tabn. 1

Tabnuua 1
MaccoBast 107 OKICH aTIOMUHIAS. K Honyckaemoe pacxoxaeve. XK
).K 1

*] 5
Or 0.5 80 1BKou. 0,09 0.12 0.10 0.06
Ce.1 * 2 » 0.13 0.16 0.14 0.08
* 2 * 5 * 0.2 0.3 0.2 0.1
» 5 e« 10 * 0.3 0.4 0.3 0.2
10 920 a 0,4 0,5 0.4 0.3
820 . 30 = 0.7 0,8 0,7 0.4

(N3meHeHHas pepakums, 3m. \e 1).

3. KOMMNEKCOHOMETPUYECKWIA METO/ OMPEAENEHNA OKUCK AFOMUHNSA

3.1. CylHoCTb MeToAa

MeTog OCHOBaH Ha OTAENeHWM anioMUHWA OT UMPKOHMA (radHus), TUTaHa M Xxenesa 06paboTKoi
aHa/IM3MpyemMoro pacTeopa LLEoYbI0 U MePeBooOM allOMUHUA B aIFOMUHAT.

ANOMUHWUIA ONpeaenstoT MeTOA0M 06PaTHOr0 KOMMIEKCOHOMETPUYECKOTO TUTPOBaHWS B Cpeje aleTaT-
Horo 6ydepHoro pactsopa npu pH 4,8—5,0 ¢ ucnons3oBaHvem nHamMkatopa 1.2-(NMpHAMN-a3o)-2-HadTona
(MAH), B KauecTBe TUTpPaHTa NCMO/bL3YIOT PACTBOP CEPHOKMCNOWA Meau (HOMYCKAeTCs NMPUMEHSATb MHANKATOP
KCWIEHO/O0BBI OPaHXEeBbI W UCMO/b30BaTb B KAYECTBE TUTPaHra PacTBOP YKCYCHOKMC/IONO LIMHKA).

3.2. PeakTuBbl 1 pacTBOpbI

Kucnota consHas no FOCT 3118, pasbasneHHas 1:3.

Kucnota cepHas no MOCT 4204.

Hatpusi rugpookmcs no MOCT 4328, x.4., pacTBOopbl C MaccoBov foneid 20 n 10 %, XpaHAT B
MoMM3TUNEHOBBLIX COCYAaX.

Ammunak BogHbli no TOCT 3760, pacTBop C MaccoBoii gavein 25 % u pasbasnieHHbIn 1:1.

AMMOHMI xnopucTeiii no FOCT 3773, pacTBop ¢ MaccoBoit fonein 20 %.
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C. 4 TOCT 13997.7-84

AMMOHMIN a30THOKMUCALIA Mo FTOC T22867. pacTBOp C MaccoBoii goneit 2 % ¢ gob6aBneHNeM HECKO/b-
KVX Karesb amMuaka.

Megb cepHokucnas no [FOCT 4165, pacTBop C MOJNISIPHOW KOHLEHTpauueid 3KBUBa/IEHTa
0.1 monb/gm3: 12,52 1 megHoro kynopoca (CuS045H,0) pacTBopsitOT B Bofe, MPUMBAKOT 2 CM3 CEPHOIA
KMCNOTbI NIOTHOCTHIO 1.84 r/cm3 Ha 1000 cm3 pacTBopa.

Conb agnHatpuesas atuneHanammH-N, N. N' N'-TeTpayKkcycHOI KUCNOTbI, 2-BogHas (TpunoH B) no
FOCT 10652. pacTBOp C MOMSPHOWM KOHLEHTpaumeii akemBaneHTa 0,05 Monb/gm3.

CnupT 3TUIOBLIV PEKTU(MKOBaHHLI TexHuueckuii no FOCT 183(H).

WHpvkaTop 1,2-(nupmann-aso)-2-Hagton (MAH), cnupToBoii pacTBop ¢ maccoBoii gonein 0.2 %.

Kucnota ykcycHas no MOCT 61. pacTBOp C MOMSIPHOWN KOHLUEHTpauueli aKBuMBaneHTa 2 Monb/gm3.

HaTpuii ykcycHokucnblii 3-BogHbli no FOCT 199.

BythepHbIii aueTaTHbI pacTBop ¢ pH 4.8—5.0: 1000 cm3 2 Mo/ib/AM3 pacTBOpa YKCYCHOM KUCNOTbI
cmeLumBatoT ¢ 1000 cm3 pacTBopa, cofepxatero 540 r yKCYCHOKMCIONO HaTpus.

WNHavkaTopHas Bymara KOHro.

CTaHAapTHbIA pacTBOp X/IOPUCTONO a/IlOMUHMSA: TOYHYKO HaBecKy Maccoil 0,65—0,66 r meTtannuyec-
KOro antoMUHWS 0C060/ YMCTOTbI pacTBOPAIOT B 150 cM3 consHol kucnoTbl (1:1), nepeBOAsT B MepHyto
konby BmecTMMOCTblo 1000 cm3, 4OBOAAT [0 METKWU BOAOW U MepemeLLmnBatoT.

[ns npuroToBneHns CTaHAapTHOro0 PacTBOpa BO3MOXHO MPUMEHEHUE OKUCK antOMUHUSA CMEKTPasb-
HOM YNCTOTbI W CONEN antOMUHNS KBaNUMUKaLmm ocoboil YMCToTbl.

MaccoByto KOHLEHTpauuio CTaHfapTHOro pacteopa amoMuHua (C), BbIpaXEHHYI B I/CM3 OKuUCK
alOMVHUS, BbIYUCAAKOT NO Gopmye

_ T 189%
c LU .

rgje T — Macca HaBeCKV MEeTaNIMYecKOro atoMUHNA, T:
1.8895 — (hakTOp MepecyeTa METa//IMYECKOTrO atOMUHWS HA OKUCb aflOMUHUS.

CoOTHOLLEHNE Mexay pacTBopamu TpwunoHa B wu cepHokucnoint megm (K) yctaHasnusaroT Mo
FOCT 13997.4.

(3meHeHHas pepakuumsa, M3m. Ne 1).

3.2.1. YcTaHOBKa MaccoBOlM KOHLEHTpauuy pacTBopa TpuaoHa b no okucw antoMuHms

B KoHuueckyto konby BmectumocTbto 250—300 cm3 nomewwaroT 10 cm3 cTaHAapTHOrO pacTBopa
XNIOPUCTOr0 a/IlOMUHUA, NpunBadT 2—3 cM3 consHOM kucnoTel, 100 cm3 Bogbl 1 25 cm3 pacTBopa
TpunoHa b. mepemeLuMBatoT U HarpeBatoT O KuneHus. OcTbiBlMA fo 70—80 ‘C pacTBOp HelTpan3ytoT
pactBopoM ammuaka (1:1) fo cnabo-po3oBoro ugeta Gymary KoHro, npuavearoT 10 cM3 aueTaTHOro
6yepHoro pacteopa ¢ pH 4,8—5,0. 5 kanenb nHankatopa MAH 1 TUTPYHOT pacTBOPOM CEPHOKWC/ION Mean
[0 Mepexoja >XeNTo-3e/leHO OKpacku pacTBopa B CuHe-(hMoneToByto. [poBOAAT TpH MapaniefbHbIX
TUTPOBaHWS.

MaccoByto KOHLEeHTpauuto pactsopa TpunoHa b (C,), BblpaeHHY B /C.M3 OKUCU aNtOMUHWS,
BbIUMCAAIOT NO opmyne

CHo
YU ~ |/ _ k V| «

rie C— maccoBas KOHUEHTpauus CTaHAapTHOro pacTBopa aMtOXHLWWS, BbIpaXeHHas B r/cM3 oKucu
aNtoMUHUS;
K) — 06bem CTaHJapTHOro pacTeopa X/10pUCTOro altoOMUHWS, B3ATbIN 419 TUTPOBaHUS, CM3;
V — 06beM NPUANTOro pacteopa TpuioHa b, cm3;
N — obbem pacTBopa CepHOKWC/IONW MeaMW, W3PacxXofOBaHHbIA Ha TWTPOBaHME M30biTKa pacTBopa
TpunoHa b, cm3;
K — cooTHowWweHne Mexgy pacTBopaMu TpuioHa b n cepHoKMcnon meau.
3.3. TlpoBegeHve aHanusa
3.3.1. Hasecky matepuana maccoii 0,2 r cnnaenaoT no MOCT 13997.6. pa3a. 3. OCTbIBLUMIA CnnaB
OMycKatoT BMECTE C TUI/IEM B CTakaH BMeCTUMOCTbHO 400—500 cm3, B KOTOpbIV MpeaBapuTenbHO HaMBakoT
60 cm3 pacTBOpa consHoi kucnoTel (1:3), HarpeToit o 70—80 *C. PacTBopeHue cnnaBa 3akaH4MBalT Ha
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FOCT 13997.7-84 C. 5

3aKpbITOV 3NEKTPONANTKE CO CnabbiM HArpeBOM WAM UCNOMb3YKOT anWKBOTHYHO 4acTb pactsopa |
FOCT 13997.3, pasHyto 100 cm3 mnm 50—100 cm3 pacteopa | nam 2 TOCT 13997.4, pasg. 2.

Mpun aHanM3e LMPKOHMIACOAEPXKALLMX MaTeprnanoB, CTabUIM3MPOBAHHbLIX OKUCbIO MarHus, K pacTBopy
npuavBatoT 20 cM3 pacTBOpa X/IOPUCTOTO aMMOHUS, OCaXAAT LMPKOHWIA (radHuid), TuTaH, Xeneso,
anloMUHNIA aMMmakoM, fo6aBnsas ero fo cnaboro 3anaxa. PacTBOp C 0CafKOM HarpeBaloT A0 KUMEHWS,
[aloT ocagKy OCecTb M OT(UNbTPOBLIBAIOT Ha (UAbTp AuameTpom |l cm «kpacHas neHTa». Ocafok
npombIBatoT 8—10 pa3 rops4Mm pacTBOPOM a30THOKMCAOrO aMMOHWA. PUALTP C OCAfKOM MOMELLAT B
NAaTVHOBLIW TUreMb, MOACYLUMBAIOT, 0301SH0T U CMABASAIOT CO CMECLIO ANS CMAaBMeHUs.

HarpesatoT pacTtBop fo 50—60 'C, npu nepemelunBaHuM Jo6aBnsIOT L0 BbINAAeHUS 0cajKa pacTBop
rMAPOOKUCK HaTpUA ¢ maccoBoi fonein 10 % u nocne 3Toro fo6asnaoT 25 cm3 B M36ObITOK.

CofepXvMoe cTakaHa [OBOAAT A0 KUMNeHWs, KUnatat 5—I10 MUH, 0XNaxaatoT, NepeBoAsT BMeCTe C
0CaZiKOM B MepHy0 konby BMecTumocTbio 500 cM3, 40BOAAT 4O METKM BOLON, nepemeLuvBatoT (pactsop B).

B KoHMYecKyto konby BmectumocTbio 500—700 cM30TOMParoT Yepes cyxoii hunbTp, NpeABapUTeNbHO
0oT6pOCKB NepBble ABe NOPLUM (UNLTPATa, aIMKBOTHYIO YacTb pacTteopa B 250 cm3.

PacTBop antomMuHaTa HaTpus HeWTpann3yloT pPacTBOPOM COJIAHOW KWCNOTbl MO Gymare KOHro Ao
CUHEro ugeta 6ymarv v npuavMBatoT B U36bITOK 1cM3 KMCnoThl. 3aTeM f06aBnsoT K pactBopy 20—45 cm3
pacTteopa TpuiioHa b B 3aBUCUMOCTM OT COZEPXaHWUA OKUCY alloMUHUA. PacTBOp HarpeBaloT 0 KUMEeHWS.
OcTbiBLWINIA g0 70—80 ‘C pacTBOp HeMTpann3yoT pacTBopoM ammuaka (1: 1) no 6ymare KOHro go M3MeHeHus
ee LBeTa 0 cnabo-po3osoro, npunmeatoT 10 cm3auetaTHoro 6ygepHoro pactsopa ¢ pH 4.8—5,0, 5 kanenb
pactBopa uHaukatopa MAH v TUTPYHOT pacTBOPOM CEPHOKMUCNON MeAu A0 MEpexoda >KenTo-3e/eHoin
OKpacku B CUMHe-(hMoneToBy!Ho.

(N3meHeHHas pepakums, M3m. N° 1).

3.4. O6paboTka pe3ynbLTaToB

3.4.1. MaccoByto f0/10 OKUCK antoMUHUSA (J1;) B MPOLEeHTax BbIYUCAAOT No hopmyne

(V- KmVx)C, -500 «100
X r~r~: :

roe V— o6beM NpuaMTOro pacTeopa TpuiaoHa b, cm3;
V, — 06bem pacTBopa CEPHOKMUC/ON Meaun, U3pacxofoBaHHbIA Ha TUTPOBaHWE, CM3;
K — CcOOTHOLIEHNEe MexXay pacTBopaMu TpuaoHa b n cepHOKuUcNon meay;
C| — maccoBasi KOHLEHTpauus pacTsopa TpunoHa b. BbipaeHHas B I/CM3 OKUCK allOMUHUS;
500 — 06bEM MCXOAHOrO pacTBOpa aHaNM3MPYeMOro marepuana, cm3;
T — Mmacca HaBecku, T;
V2 — a/InKBOTHas 4acTb pacTBOpa, B3ATas A/ TUTPOBaHUS, CM3.
3.4.2. Hopmbl TOYHOCTU M HOPMAaTWBbI KOHTPOAS TOYHOCTU W3MEPEHWI MacCOBO A0NMU OKUCK
anloMUHMA NpuBefeHbl B Tabn. I.
(N3meHeHHas pepakums, M3m. N° 1)

4. KOMIJIEKCOHOMETPUYECKUI METO/, OMNPEAE/NTIEHNA OKNCK ATFOMUWNHUNA
(B OrHEYMOPHbIX MaTepuanax 1 U3AENUsAX M3 HAX C MacCoBOI Aoneli ABYOKIUCK UMPKOHUS [0 65 %,
Kpome 6aanenenroBbix)

4.1. CyuwHocTb MeToMa

MeToj 0CHOBaH Ha OTAEeNeHNM antoMUHMA B BUZE aNtOMUHATA U ONpeseNieHnn ero MeToAoM 06paTHoro
KOMMNEeKCOHOMETPUYECKOro TuTpoBaHusa npu pH 5,5 ¢ mMcnonb3oBaHWeM WHAMKaTopa KCUIEHONOBOMO
OpaH>eBOro M B Ka4ecTBe TUTPaHTa — pacTBOpa YKCYCHOKMUCNOrO LMHKa.

4.2. Annapartypa, peakTuBbl 1 pPacTBOpbl

Meun mydenbHble ¢ Harpesom go 700—800 *C 1 1000—1100 “C.

Twurnn nnatnHosble no MOCT 6563, M> 100-7, 100-9.

Kpbiwkn nnatuHosble no MOCT 6563, No 101—7 1 101—9.

Kucnota congHas no FOCT 3118, pas6baBneHHas 1.1

AmMMak BogHbIn no FOCT 3760. pasz6asneHHbIii 1:1.
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Hatpuii yrnekucnoiii no FOCT 83.

HaTpwuit TeTpabopHokucnblii KO-Bogublii no FOCT 4199. o6e3oxmBatoT no FOCT 13997.3, pass. 3.

Cmech Ans cnnaBneHns: 6e3BOAHbIe YINEKUC/bIA HAaTPUiA 1 TeTpabopPHOKMCbIA HATPWIl CMeLIMBatOT
B COOTHOLUEHUM 2:1.

Kucnota ykcycHas no FOCT 61.

Kanua rugpookucb no MTOCT 24363. pacTBOp C mMaccoBoii goneit 20 %: XpaHAT B NOAU3TUNE-
HOBOM cocy/e.

[ekcameTuneHTeTpaMmnH (YPOTPOMUH).

Bymara nHAMKaTopHasa yHuBepcasbHasl.

WHAMKaTOP KCUNEHOMOBLIV OpaHXXeBblid, CMECb C X/IOPUCTbIM Kannem B COOTHowweHun 1:100.

Kanwuii xnopwuctbiin no FOCT 4234,

Mepekunch Bogopoga no MTOCT 10929. pacTBop € maccoBoii gonein 3 %.

VIHAMKATOP MeTW/OBbIA OpaHXeBbll (HaTPWil Napa-AyMeTunaMnHoa306eH301CyNbPOKUCbIA) BOA-
HbI PacTBOP C MaccoBoii goneii 0,1 %.

LInHK yKcycHokucnblil mo TOCT 5823, pacTBOp MOMSIPHOM KOHLEHTpauuy 3KBMBASIEHTA LMHKa
yKcycHokucnoro 0,05 monb/gm3: 10.972 1 yKCYCHOKMCNOTO LMHKa pacTBOPSIOT B BOAe, NpMb6asnsanT 2 cm3
YKCYCHOM KWCNOTbI, NEPEBOAAT B MEPHYIO K0n6y BMecTMMOCTbIO 1000 cM3, JOBOAAT [0 METKW BOZOW U
nepemeLLnBaLOT.

Conb guHatpuesas atuneHnmamHH-N, N, N', N'-TeTpayKCyCHOI KUcnoTel. 2-BogHasa (TpunoH B) no
FOCT 10652, pacTBOp MONSPHOW KOHLEHTpauumn 3kBuBaneHTa TpunoHa b 0.05 mons/gm3: 18,613 r Tpu-
noHa b pacTBOpsIOT B BOAE, NepenvBatoT B MepPHYH Konby BmectumocTbio 1000 cm3, jonmBatoT BOLOI [0
METKN W NepemeLLmnBaloT.

AntoMuHnin mapkun J1995 no FOCT 11069. cTpyka munm J199. 99p.

CTaHAapTHbI pacTBOp antoMuHMs: 13491 © MeTannnMyeckoro antoMWHWSA MOMELIalT B CTakaH
BMeCTUMOCTbO 400 CM3, HaKpbIBatOT YaCcOBbLIM CTEK/IOM M PacTBOPAKOT Mpu HarpesaHun B 100 cmM3 pacTBopa
consiHoi kmenoTbl (1:1). PacTBop Ox/aXaakT, NepeBogAaT B MepHYK konby BmecTUmocTbio 1000 cm3,
[ONNBAIOT O METKW BOAONW W MepeMeLLMBatOT.

CTaHfapTHbI pacTBOP a/lOMUHMA C MacCcOBOWM KOHLeHTpauuein okucy antommuHms 0.002549 r/cm3.

YCcTaHaB/IMBalOT COOTHOLLEHME Mexy pacTBopaMu TPWUoHa B M YKCYCHOKUCNOTO LMHKA: B KOHU-
Yeckyt konby oTmepuBatoT 25 cM3 pacTBopa TpunoHa b, fo6aBnsoT 1—2 r rekcameTuneHTeETpaMuHa 1
0K0/10 0.1 T MHAMKATOPHOM CMecU KCWIEHOMI0BOTO OPaHXXeBOr0 C X/IOPUCTbIM KasneM, 3aTemM TUTPYHOT
pacTBOPOM YKCYCHOKMCIOTO LMHKA O Nepexoja KenToro Lpeta B KPacHbIA.

COOTHOLUEHME MeX[y pacTBOPOM TPW/IOHA b 1 pacTBOPOM YKCYCHOKMCNONO LMHKa <A)) BbIYUCAAIOT
no copmyne

rge V— o6bem pactBopa YKCYCHOKMCIOFO LiMHKa, M3pPacXOf0BaHHbIA Ha TUTpoBaHue 25 cm3 pactsopa
TpunoHa b, cm3

(N3meHeHHas pepakums, 3m. Ne 1)

4.2.1. YcTaHOBKa MaccoBOW KOHLEHTpauun pacTsopa TpuioHa b no okucu antommnHus

25 cM3 cTaHAapTHOro pacTBopa a/loMUHUA NOMELLAKOT B CTakaH BMecTMMOCTbio 400 cmM3 1 HeiTpa-
NIN3YHOT PacTBOPOM aMMuaka o noayyeHns pH oT 2 o 3 No yHWBepCanbHON MHAMKATOPHOM 6ymare. 3aTem
npuAnBatoT B M3bbITke 50 cM3 pacTBopa TpunoHa b, fo6aBnaoT okono 0,1 r MHAMKATOPHOI CMecu
KCWNEHOMI0BOrO OPaHXXEBOr0 C XIOPUCTbIM Kainem W KUNATAT 3 MuH. [locne oxnaxpaeHus pacTBop
HeMTpasM3yloT pacTBOPOM aMMMaka [0 Nepexofa OKPacku W3 XXeNnToil B KpacHO-(pMoneToByr. 3aTem
[006aBnsOT OT 340 5 T Cyx0ro rekcaMeTuneHTeTpaMUHa M Mo KanasMm pacTBOP COMsHOM kucnoTsl (1:1) go
nepexofa okpacku pacteopa B xentyto (pH 5,5). CHoBa KMAATAT 3 MWH. OXNaXAarOT A0 KOMHATHOM
TemnepaTypbl W pa3basnsloT Bogoi Ao 250 cm3. Eciu pacTtBop (hMOMeToBOro LBeTa, TO Npu6aBastoT
HECKOMbKO Kanesb YKCYCHOW KUCMOTbI 40 Mepexofa OKPacKW pacTBopa B XKeNTblid LBET.

M36bITOK TpraoHa b OTTUTPOBLIBAKOT PacTNOPOM YKCYCHOKMC/IONO LMHKaA 0 NOSBAEHUS KPacHO-(u-
01eTOBOI OKPaCKW.
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MaccoByto KOHLEeHTpauuto pacteopa TpunoHa b (C,), BblpaXeHHYH B /CM3 OKMCK antoMUHMS,
BbIUYMCASAKOT N0 hopmyne

” 25 «0.002549
C«' 4 - 1, A’

rge 25 — o6beM CTaHAApPTHOMO pacTBopa aftoMUHWSA, B3ATbIA AN TUTPOBAHWSA, CM3;
50 — o06bem nNpunuToro pacTeopa TpunoHa b. cm3;
I, — 06bem pacTBopa YKCYCHOKMCOrO LMHKA, 13pacX0f0BaHHbI Ha TUTPOBaHWe M36biTKa pacTBopa
TpunoHa b, cm3:
A, — COOTHOLLEHWNE MEXAY pacTBopamMu TPWUIOHa b 1 YKCYCHOKMUCIONO LIMHKa.

TeopeTuyeckas mMaccoBas KOHLeHTpaLua pacTsopa TpunoHa b. BbipaxeHHas B r/CM3 okucu antoMu-
HuA, paBHa 0,0025484.

4.3. TlpoBefeHve anatuTa

Hasecky maTepuana maccoii 1T MOMeLLAOT B MAaTUHOBbLIA TUrenb. Eciv aHanusnpyemblii Matepuan
COAEPXXUT MHOTO OpraHNYecKMX BeLecTB uam cBO6OAHbIN yraepod, npokanneatoT ot 0.5 4o | ynpm 700 'C
B OKMCAWUTeNbHON cpefe. Mpoby cmewwsatoT ¢ 10—12 r cmecn A9 CMaB/ieHUs, HaKpbIBAOT TUTe/b
NNaTUHOBBIA KPbILIKOM, MOMELLAOT B Mye/ibHY neyb, Harpetyto 4o 700 "C, 1 NnoCTeneHHO NOBbILLAOT
Temneparty py £0 (1100+50) “C. Mpw 3Toi TemnepaType NPOBOAAT CNaB/eHVe B TedeHne | 40 nonyyeHms
npo3payHoro pacrnasa.

Turenb co cniasom oxnaxgarT npumepHo go 100 *C. nomeluaroT B CTakaH BMeCTUMOCTbO 400 cm3,
cogepxawmii 100 cmM3 pacTBopa ConsiHOM KucnoThl (1:1), HaKpbIBalOT YacoBbIM CTEKIOM. PacTBOpSAIOT npu
cnaboMm HarpeBaHuW, a NpWU aHann3e martepuana C BbICOKMM COAEPXXaHMEM [BYOKUCU KPeMHUS — 6e3
HarpesaHus. [1ocne MOMHOrO PacTBOPEHWA CMnaBa TWUre/lb, KPbIWKY W 4acoBOe CTEK/0 TLaTeSbHO
0MOMacKMBAIOT ropsYeli BOAOW, pacTBOP OXNaXKAAOT, NEPEBOLAAT B MEPHYHO KONBY BMECTUMOCTbIO 250 CM3,
[OBOAAT O METKW BOLOW 1 TLLATENbHO MepeMeLLMBatOT.

[ns onpegeneHns MaccoBoii 4O OKUCK allOMUHMA AOMYCKAeTCa MCNOMb30BaTh TakKe aIMKBOTHYHO
YacTb pacTtesopa 1 nocne BblaeneHus AByokucn KpemHusa no TOCT 13997.3.

B 3aBMCMMOCTM OT MacCOBOI AOMW OKWCK antoMuHMS B Mpobe B CTakaH BMeCTUMOCTbO 400 cm3
OTMEPUBAOT AMKBOTHYH YacCTb WCXOAHOr0 pacTBopa 06beMOM, yKasaHHbIM B Tabs. 2.

Tabnunua 2

O6beM WIMKHOTHOI YaCTW UCXOAHOH

Dac rkopa, cML O6bem pact nopa TpunoHa b. cv'

MaccoHam 01 OKWCK amlioMUHKS, %

Jo 15 100 25
Cs. 15» 100 35
» 30» 50 50 3H5
* 50, 70 50 40
* 70» B 50 50

PacTBOp HarpeBaloT A0 KWMEHMSt U MpU NOCTOSHHOM MEepeMeLLUMBaHUM J06aaTAOT B HEr0 pacTBOp
rMAPOOKMCK Kanns L0 BbiMafeHus ocagka v 25 cM3 B M30bITOK. MoToM Jo6aaTsaoT 3—4 Kanaw nepekucu
BOJOPOZaA M ONATb HArpeBatoT 40 KuneHus. Mocne oTcTamBaHUs 0cafok UNLTPYHOT Yepes (UnbTP «KpacHas
NeHTa» 1 NPoMbIBatOT 3—4 pasa ropsyein BOJON.

®unbTpaT M NPOMbIBHbIE BOAblI COBMPAOT B KOHMYECKYHO KONby, f06aaTAOT pacTBOp TPWOHa b B
06beMe, yKaszaHHOM B Tabn. 1, M HECKOMbKO Kare/b pacTBopa WMHAMKATOpa METWI0BOFO OPaHXEeBOrO.
[06aaTAOT pacTBOp CONSIHOW KUCOTbl 4O W3MEHEHMSI LBeTa W3 >XXeNToro B KPacHO-(PUONETOBbIA W
HECKO/IbKO Kanesb B U30bITOK. PaCTBOp KUNATAT B TeYEHne 3 MWH, I'IpVI6aBJ'IﬂrOT 3—5 r reKcaMeTUIeHTeT-
pamMWHa, HarpeBatoT 0 KUNEHUS, KUMATAT 3 MUH W OXNaXAA0T 40 KOMHATHON TemnepaTypbl.

B pacTBop f06aBnst0T 0,1 T CyXoi MHAMKATOPHOI CMEcK KCMNIEHO/I0BOTO OPaH)XeBOro U NpUAMBatoT
pacTBOp TPWoHa B ¢ U36LITKOM, OTIMTPOBbIBAtOT U36bITOK TPMIOHA B pacTBOPOM YKCYCHOKMCNOTO LiHKa
[0 W3MEHEHWS OKPaCKW pacTBOpa M3 OPaHXKEBOW B KPaCHYHO.
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4.4. O6paboTKa pe3ynbTaToB
4.4.1. MaccoBy'o A0/H0 OKUCK antomMunHua (A2) B NpoLeHTax BbIYMCAAKOT No (opmyne

\Y - >V*i> C1 «'100

rge V2 — o6bem 106aBfIEHHOrO pacTeopa TPHAOHa b. cm3;

W — 06bem pacTBOpa YKCYCHOKWC/IONO LMHKA, W3pacX0A0BaHHbIA Ha TUTPOBaHUE, CM3;

A, — COOTHOLUEHWe Mexay pacTBopaMu TpUoHa B 1 YKCYCHOKMCNOro NUHKa;

C, — MaccoBas KOHLEHTpauus pacTBopa TpuioHa b, BbipaeHHas B r/cM3 OKUCK allOMUHWS;

V — 06beM UCXOLHOrO pacTeopa, cM3;

T — Macca HaBecku, T,

WVt — 06bem a/IMKBOTHOI YacTW MCXOALHOrO pacTBopa, cM3

4.4.2. AGCONOTHbIE I0MYCKAEMbIE PACXOXAEHUS pe3ynbTaToB Napaine/ibHbIX ONpeAeneHnii He JOMK-

Hbl MPEBbILATb 3HAYEHWNIA, NPUBEAEHHbIX B Tabn. 3.

Ta6nuuya 3
MaccoBasi 0151 OKUCK a/iOMUHUS. b ABCOMIOTHOE JOMYCKAeMOe pacxoxzeHue. 5
[Jo 15 Bkntou. 0.2
Ce. 5 » D 0.3
» 35 * 60 » 04
* 60 * %5 0,5
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NMH®OPMALMNOHHbIE JAHHBIE
PA3PABOTAH N BHECEH MwuHMCTepcTBOM YepHoil meTaniyprim CCCP
PA3PABOTUMKHA

N.A. Kopob6ka. I".1. immTpeHko. ".A. MNasnosa

2. YTBEPX/EH W BBEAEH B IEVICTBUE |YcTaHoBNeHMeM [0CyaapcTeeHHoro komuteta CCCP o

CTaHpapTam ot 18.09.84 No 3242

. BSAMEH I'OCT 13997.5-78

4. CraHpapt cootBetcTByeT CIT C3B 4428—83 B 4aCTW KOMIM/IEKCOHOMETPUYECKOTO METOAa

7.

. CCbINOYHBLIE HOPMATUBHO-TEXHUNYECKUE JOKYMEHTbI

O6osHaveHne 11T/,
Va KOTOpbI/i MaHa ccblika

O6owwademHe T4,

na KOTOprI7I Namva CCblKa Momep nyHKTa

Howmep nyHkTa

rOCT 61-75 22.32.42 [OCT 6563-75 42

rOCT 83-79 42 FOCT 10652-73 32.42

FOCT 199-78 22,32 FOCT 10929-76 42

rOCT 3118-77 22.32.42 FOCT 11069-2001 22.42

OCT 3760-79 32,42 [OCT 13997.0-84 11

FOCT 3773-72 32 FOCT 13997.3-84 23133142 43
FOCT 4165—78 32 FOCT 13997.4-84 23132 331
FOCT 4199-76 4.2 FOCT 13997.6-84 331

FOCT 4204-77 32 rOCT 1830087 22.32

FOCT 4234-77 42 FOCT 22867-77 32

FOCT 4328-77 22.32 [OCT 24363-80 42

FOCT 5823-78 42

OrpaHnyeHne CpoKa feincTBUA CHATO No mpoTokomy Ne 7—95 MexrocyaapcTBeHHOro CoBeTa No cTaHaap-
TU3auumn. metponorum v ceptudukaumm (MY C 11—95)

M3OAHVE c W3meHeHnem Ne 1. yTBepxaeHHbIM B Hosi6pe 1989 r. (MY C 2—90)
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