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Niobium pentoxide. 50233.2—92
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OKCTY 1709

Jlata BBeAEHHS 01.07.93

Hacroswunit ctangapT pacnpocTpaHsieTcsi Ha NMATHOKHCh HHOOMS H
yCTaHaBJIHBaeT HOHOMETPHUYECKHH MeTOJ onpejesieHHst MacCOBOH AOJH
¢ropa or 1-10 2 no 5-107'%.

Meroa oCHOBaH Ha H3MepeHHH NOTeHUHa/a (TOPHA-CENEKTHBHOTO
sjekTpoAa ¢ MeMOpaHOW W3 ¢TopHAa JaHTaHa, aKTHBHPOBAHHOrO
JByXBaJIEHTHbIM €BDOINHEM, OTHOCHTENbHO XJOpcepeOpsHOTO 3JEKTpo-
ga. Mlamepenne npoBoAsSiT B pacTBOpe ¢ BBHICOKOH HOHHOH cHJIOH npx
pH = 5,0+0,5.

I. OBUWHE TPEBOBAHHSA

O6ume tpe6oBahusi K Meroay aHaausza—no [OCT 18385.0.

2. ATIIAPATYPA, PEAKTUBbI # PACTBOPDI

daekrpoa ¢ropuaustit Mapku IF-VI no TY 6—08—487 nau ana-
JTOTHYHBIH.

SuaekTpon cpaBHenus xJopcepeGpsinpiii no FOCT 16286 uau ana-
JOTHUHBbIH

Honomep nabopatopubiit tuna 3B-74 uau BosabTMeTp LHOPOBOI
1una B7-23, uau adaaorununbid npubop.

Mewanka margutnan Tina MM3M c marintom no TY 25—11—834
1M aHaJIOTHYHas.

Jlamna nugpakpacunas 3-Cl.

[Teub Mydenbnas ¢ repMmopery.JasropoM, obecneundBaiolias Temne-
patypy narpesa jao 600 °C.

Hananue opuumaansoe
© HMsparenscrso craujapros, 1992

Hacrosuni ¢ravisp7 he MOMET ObiThb MOAHOCTLI WM YAacTHYHO BOCTIPOM3BEAENM,
THDPAXHPOBAH M pacipocTpaver 6e3 paspemenns Iloccranpapra Poccum
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TlauTka ssekrpuyeckas JabopaTtopHas

CTakaH M3 TOJHITHIEHA WM BHHUMJAAcra BMmecruvocTtbio 100 cm3

Kawu snektponuruueckuit M3 36onuta auameipov 10—20 mwm,
suicotToli 100—120 MM u anameTpoMm Bepxiero uryuepa 5—7 MM

CrakaH CTeK/JsTHHbIH  XHMHUYECKHH BMecrumocinlo 1000 cwm8d,
200 cM3 1 50 cm3.

BaHk# nNOJH3THIEHOBbLIE ¢ 33aBHHUMBAIOIMMHCA KDPLILKaMIl BMe-
crumoctbio 200 1 1000 cm®

C1ynka H3 OpraHHyYecKoro crek.ia

Kon6nu Mepuble BMectumocrbio 50, 100, 1000 cv®

IMunerku ¢ peneHuswvy Ha 1, 5 u 10 cv?

OuabTpel 6yMaxHble o6e33onenube «6enast jgeirar

Turau HukeneBble uan crektoyriepoiuvie mapku C¥Y 2000 Bmec-
umocTbio 40 cm3

Koa6bl ¢roponnactoBbie BMectumoctbio 100 cm3

Hartpu#t ¢ropucthiit no FOCT 4233, Bonusifi paciBop KoHueHTpa-
unu 150 rf/om3.

Hatpusi ruapooxucs no FOCT 4328

Hartpu#t ykcycHokneawii 3-soaustit mo FOCT 199

Hatpuit aumoHHOKHCAbIA TpexsameutenHnllt no TOCT 22280

Hatpuét dropucruiii no TOCT 4463, seicywennsiit npu 105°C

Kanuii xaopucteiét no 'OCT 4234, nacwliennnii pacisop

Kucaora ykeycHas no 'OCT 61, neasauas

Cnupt 3tunoBbifi pextudukoBanubit no TOCT 18300

Bydepunifi pactBop ¢ pH 4,5 w wuonuo#t cuno#t okono 1,75
(BPOHC) «koHuentpauun 0,86 Moab/aAM® NMo yKCYCHOH KHcJOTe,
1 moas/am® no xaopuctoMy Hatputo, 0,45 MONb/AM3 MO YKCYCHOKHCIIO-
wmy Hatpuio, 0,0116 Moab/aAM® no JNUMOHHOKHC/IOMY HAaTpHIO, FOTOBAT
caegywowuM o6pazoMm 58,5 r xnopuctoro Harpud, 61,5 r yreycHokuc-
AOTO HATpHA, 3 T NTHMOHHOKHCJOrO HATPHS NOMEUIAIOT B CTaKaH BMe-
ctumocteo 1000 cm3, npuausator 500 cm3 soan, noGaBasior 50 cm®
YKCYCHOH KMCJOTHI, PacTBOPSAIOT NMPH KOMHATHOH TeMmneparype, nepe-
BOASIT B MepHyI0 kKosa6y BMectuMmocTbio 1000 cM3, BOBOASIT 10 MeTKH
BOAOH, NepemMeiluBaloT

OcuoBHoll pactBop drTopa (pacrsop A), rotoBat ciaeaymoumm ob-
pa3om HaBecky ¢ropucroro Hatpusi Maccod 0,2210 r pacTBopsioT B
BOJe, MepeBOAST B MepHYK Koaly BMmectumoctbio 1000 cm®, noBoasit
LO MeTKH BOJOH, mepeMellHBaIOT, 3aTeM [epeqHBaIOT B MOJHITHACHO-
sbifi cocyn PactBop XpanaT B NOJMITHJAEGHOBOM cocyjae He Gonee
30 aned

1 cm® ocnoBHoro pactBopa A comepxut 0,1 Mr propa

Pa6ouuii pacrBop ¢ropa (pactBop bB), roroBsT c/aeaywoium o6-
pasom 5 cM3 ocHOBHOrO pacTBopa A nomemiaioT B MepHyio Koaly
BMecTHMOCThI0 50 cM?, MOBOASIT MO METKM BOAOH, MNepeMelnBaloT,
3areM MepesHBalOT B MOJHITHJIEHOBHIHA CcOCYA

1 ¢m3 pabouero pacrBopa b cogepxur 0,01 M1 dtopa
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Pa6ounin paciop B rotopsr caeaywumm obpasom: 5 cm® pato-
yero pactBopa Db nomewawT B MepHyl0 Koaby BMeCTHMOCTbIO 50 cMm3,
pobasasitor 25 cm® pactBopa BPOUC, noBogatr o merku BOAOH, ne-
peMeullBaoT.

I ¢M3 paGouero pacrBopa B coxepxur 0,001 mr dpropa.

radoune paciopel b u B rorosit B aeus ynorpebaennd.

3. IOATOTOBKA K AHAJIU3Y

31. IllpuroroBaenune ob6pa3unoB KOUTPO.IdA B BH,e
atTTteclroBalllimXx cMeced

O6pasnn Konrpoast (QK) B Buae arrecToBalHblx cveceil HCOO.1b-
3YI0T /1151 TPOBEPKH TOMHOCTH alaH3a.

I'c 1oBuoii obpasen kouipoast (OK-I') rorossit ciegyiouwum odpa-
30M 113 » IeKIPOJHIHYECKOTO HHOOHUSL ¢ cojepxaHuem ¢ropa He Go-
dee 0,01 9 1o Macce ro1oBsr TNTHOKHCh HHOOHS. CTPYMKKY LHOOHST
noMenial B MJIATHHOBYO UalIKy H NPOKaAuBaloT B Mydeae B Teue-
HMe 4 Y 0 TOCTOAHUONR MAacchi, MOCTENEHHO NOBbILIAsk TeMNeparypy
po (850 +50)°C. Tloayueunyio NTHOKHCh HHOOMSE TILATeNbHO Mepe-
THUPAIOT, OTGUPAA COOTBEICTBYIOLLHE HABECKH M CMeUIHBas ¢ (QTopH-
OM HaTpusi B CTYNKE U3 OpPraHHueckoro crekaa CMechb THIATENbUO
neperupaloT ¢ 3TUJAOBLIM CHHPIOM 0 NoJyyenuss Kauwngeobpaznol
macchl. IlepemewyBanne npoBOAAT B TeYeHHe yaca, d& 3aTeM B Teye-
HHe yaea cMecb CyIllaT noj HH{paxpacHo# saMnoi.

U3 ronosuoro OK rorosar paboune o6pasibl Koutpoas (OK-1),
cMmewHBas coorBeTcTBYwoluue Hapeckd OK-I' u natvokucH HHOOMA.
Pabounii o6pasen; kourposss OK-2 roroBAT CMEWIHBAHHEM HABECOK
OK-1 ¢ naTHoknchio HHOOUS

MaccoBas npossi GropHaa HATpUst U UATHOKHMCH HHOOuUs B o0pas-
1ax KOHTpoJsi npuBedeHa B Tabua. .

TaGauuwa |
Cocras 06pa3n0oB KOHTPOIA NATHOKHCH HHOGHA
Macca HapBecox, r
Oﬁoguaqeuue Macc‘gsaﬂ OGo3Hauenue
ofpas Boas dropa, fnpeabiAYiiero
T M| et | ox G
OK-T 1.00 9,779 0,221 — -
OK 1 020 10,000 —_ 2,500 OK-T
OK 2 0.05 7,500 — 2,500 OK'1

O6pasibl KOHTPOJsE XPAHAT B MOJHITH/IEHOBEIX GaHKaX C 3aBMHUYH-
BalolllMMucss Kpbilukamu. Cpok XpaneHus — 1o 12 mec.
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32. IloaroToBKa 31eKTpoia K pabGore

Ha wiratiuBe MOHOMepa yKpemisioT 6aY0K H3 OpPraluueckoro Crek-
Jla, coelMHeHHbll ¢ paboyuM 06LEMOM AaryHKa 3€KTPOJIHTHUYEERHM
KJI040M. Bauok M 3/1eKTPOJIMTHYECKHI KJ/I0Y 3aMOAUAT HAChILLEUIbLIM
pacTBCPOM XJOPHCTOrO KaJus, NOTPykKawT B 6auok xJaopcepebpsiibiit
3JeKTpoA. DPTOPHAHBLIA 3JEKTPOJ M JIEKTPOJHTHUECKHH K.oY noMe-
waior B pabounti 06beM na14MKa — BUHHILIACTOBBLIA cTaKal, yCTaHOB-
JenuLi N2 CTONMKEe MaruurHol mewanxy. B craxan nomeniaios mar-
HUT, npuauBalol 40 —45 cvd pacrsopa BPOUC Cuciemy 3acewipo B
NpHCOENHHSIOT K COOTBEICIBYIOWIMM rile3fam itolomepa (undbposoro
BonbTMerpa). [lotenunana dropusnoro »sekipoaa NOJMKCeH YCTaHaB-
JIMBATLCS TOCTOSIHHBIM — uepe3 2—3 MHH W A0JKell ObLi1b ie meliee
290 mB. Tlocae noayueinsi HOC10s1IHOTO 3Ha4eHus NOreHusana ppi-
CTYMaloT K NMPOBEJCHHIO alia/iH3a

33. TlocTpoeunune rpaayupoBOUUHOro rpaduka

B crek.asnunit crakan nomewatwt 800—1300 Mr ruapookucH nar-
pus, no6apasior 20 cm? gucTHAIpOBaHIOR BOIb H 20 cM® paciBopa
XJIOpHCTOro HaTpHsi. PactBop mepenocstT B Mepuyi Koaly BMecTd-
MocTbio 50 cM®, A0BOAST LO METKH, MEPEMEIHBAIOr H MEPeiiBaior B
noJAH3THACHOBHIA cocyn. [llenouHOH pacTBOp HCHMOMB3YIOT TJisi MOCT-
poenys rpalyHpOBOUYHOrO TpaHKa.

B uyeTelpe MepHbie KONIGB BMECTHMOCTbIO 50 cM® MpUINBCIOT 10
25 cm3 pacrsopa BPOUC, no 10 cM® ulesouHoro pacrsopa, 3aTeM
B mepsble ABe Konbn | cm3, 2,5 cM3 paBouero pactBopa B, a B ocTalib-
upie 0,56 cm3, 1 em3 paBouero pactBopa ¢ropa B. Comepxumoe Konb
AOBOASIT 10 METKH BOJOH, mepemeliuBaioT | cM? MOJyYeHIILIX pacrBo-
poB coaepxKHUT  2.10-%; 5.10-5; 1-.10~%, 2.10~* mr ¢ropa [anee
B NOJYYeHHBIX pPacTBOpaX H3MepSAIOT MOTEHuUMas] 3aekTpor1a. Mamepe-
HUS HAYMHAOT C HAyMeHblled KOHUEHTpauuu ¢ropa.

[To nosyueHHBIM gaHHBIM CTPOST FPAaAYHPOBOYHBIA rpaduk, HamHo-
Cs na OCH OPAMHAT 3HayeHHS NMOTEHUHAa/Ja JEeKTPOAa B MHJJIHBOJb-
1aX, a Ha ocu abClcc — OTPHUATE/bHBIA JIOrapuM KOHISHTPAUHH
¢dropa (pF pactBopa). 3uauenune pF pns pacTBopa COCTaBJSIIOT COOT-
BeTcTBeHHO 5,98; 5,58; 528 u 4,98.

Orkaonenue TOYex rpaayupoOBOUHOTo rpadMka OT NpAMOi  lie
JNOJKHO TNpeBbillaThL 43 MB. KpyTH3Ha XapaKTePHCTHKM 3JIeKTPoaa
He JOJKHa ObITh MéHee 45 MB nHa eaunuuy pF. B ciyyae oTknoHeHHst
OT YKa3aHHOIo 3Ha4YeHHus 3/JEKTPOJ 3aMeHAIOT.

I'panyupoBounbifi rpapmk cTposT ¢ Kaxao# cepuei npod.

4. NPOBEAEHUE AHAJIH3A

Hagecku npo6bl maccoft 0,050—0,100 r (B 3aBHCHMOCTH OT COAep-
Kahus GTopa) NOMewalT B HHMKEJNEBble WJIH CTEKJIOYIJepOJHble THI-
Ju, Ro6aBasioT 0,5-—1,0 r rUAPOOKUCH HATPUS, BBHIAEPKHBAOT B MY-
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dene npu 600°C B revenne 5—10 MHH 10 oAHOpoAHOro NaaBa, Ilias
0XJ12XAAI0T A0 KOMHATHOR teMnepaTtypsl, npuaubaiot 20 cM?® pacrtBo-
pa XJOpHC10TO HaTpHs, HarpeBawT Ao 50—70°C, mepemewnBas co-
Aepxumoe Turas ¢roponnacToBolt nasoukoi, npu 3ToM ¢GTOp B BUAE
pacTBOpHMbIX (DTOPHAOB NEPeXOAUT B pPaCTBOpP, COeJHHEHH HHOGHS
BbIMAZAIOT B CCAaAOK B pe3dyabTaTe ruapoansa CoaepkUMOe THIJIS
$duabTpyloT uepes buabTp «6esas JeHTa» B MONHITHIEHOBYIO GaHKY
npeABapHTeNbHbIM f06aBjenneM Ha GuabTp 5—10 cM3 BoaH ¢ Le/blo
MCKJIIOYEHHS! CBOPAYHBAHHs (QHJbLTPA OT KOHIEHTPHPOBAHHOTO LIEAOY-
woro pacrsopa. PUJILTP NPOMBIBAIOT ABA pa3a BOLOH, (HIABTPAT H NPO-
MbiBHbIE BOABI MEPEBOAAT B MepHYio KoaOy BMecTuMocTbio 100 cmd,
AOBOASAT BOAORA 10 METKH, NnepeMelIHBalOT, 3aTeM NepPeauBaioT B MOJIH-
aTuJeHoBylo 6auky B mepuyio kosby BMecTHMOCTbiO 50 cM3 3aauBaioT
25 cm?® pacrBopa BPOUC, 10 cm® pactBopa npobbl, A0BOAST BOAOH
[0 MeTKH H nepememnBawor, pH moayuensoro pactopa (5,0-0,5)
enuHul, B nonyuyenHom pacrBope H3MepsiIOT TOTEHLHAN 3JEKTPOAA
no n. 3.3.
MaccoByio foj0 ¢hropa HaxoAsT N0 TPaLyHPOBOYHOMY rpadHKy.

5. OBPABOTKA PE3YJIbTATOB

5 1. MaccoByw aoaw ¢ropa (X) B npoueHtax BBIYHC/ISAIOT MO
dopmyae

A-V, V.19
m.Vy

X= - 100,

rae A — KoHueHTpauus ¢ropa B aHau3MPyeMOM pacTBope, Haf-
JeHHas Mo rpagyupoBOYHOMY rpadHKy, Mr-HoH/cM?;
Vo~ nepBoHauaJbHbIH 06beM aHaJH3HPYEMOro pacTsopa, cM3;
V) —BMectuMocTh MepHOH Kon6bl NpH pa3baB/ieHHH aHaAH3H-
pyeMmoro o6bema, cm?;
19 — aromuaa Macca ¢ropa;
m — Macca HaBecKH aHaJu3upyeMoH npolbbl, Mr;
V,— o6beM aluKBOTHOH 4acTU aHAJH3UPYEMOro pacTBopa, B3f-
THIH 0JiA onmpejaeneHusi, cM3,
3nayenne A onpenensiorT cAeiylOIHUM 06pasoM: MO rpaiyHpOBOY-
HoMy rpadHuky omnpeaeasiorT 3HadeHue pF aHaJAH3HPyeMOro pacTBopa,
u3 3HayeHHH pF no tabaHue JorapuMoB HaXOAAT KOHUEHTPAUHIO
$Topa B MUAAHrpaMMax Ha KyOMYECKHH CaHTHMeETp.
3a pesysabTaT mapaJJenbHOro ONpeieneHHs NPHHHMAIOT pe3yJb-
Tal, NOJYYEHHbIH H3 [BYyX aJ/JHKBOTHBIX YacTedl pacTBopa OAHOH Ha-
BECKH
3a pe3ysbTaT aHasanM3a NPHHUMAIOT cCpejliee apHpMeTHUeCKoe pe-
3yJbTaTOB ABYX MapaJiielbiblX Onpejesellil, BLINOJHEHHBIX Ha ABYX
HaBecKax.
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5.2. PacxoxaeHdss MeXAy ABYyMsl pe3yadbTaTaMH napasdjenbinX
onmpejeneHdii M APBYMs pe3y/ibTaTaMH aHaau3a (pasHocTs Goabluerd
H MeHblUero) ¢ JAOBEPHTENbHOR BeposTHOCTbIO £=(0,95 He ROMKHH
npeBHIIaTh 3HauenH, ykasanuox B 1a6a. 2.

Ta6anwa 2

Jonyckaemoe pacxoxaeHue, %

Maccosas noast propa, % ABYX Pe3yJabTaioB LBVX e abiaros
napaanenbimx AHaMHid
onpenenenu
|
1,0- 10~ 02-10 2 ! 061072
2,0-10-2 03-10 2 § 11102
50-10-2 0810 2 1.7-10°2
1010 0.2.10 ! | 0,210~
201071 05-10 ! ‘ 0.8-107!
50-10°! 0510 ! I 0810 ¢
|

Honyckaembie pacXoXjaeHRsl IPOMEKYIOYHbIN 3HAYCHUHH MACCOBLIX
AoJiell Gropa pacCUHTBIBAIOT MEroA0M THHEHHOA HHTepPHOsIHI.

6. KOHTPOJIb TOYHOCTH AHAJIH3A

Kontpoap touHoCTH anadu3da NpoBOAST B KaXKAOH cepHH anaju-
supyembix npo6. ONHOBpEeMEHHO ¢ cepueidt npob NpoOBOIAT aunatys
06pasuos aas kourpoas OK-1 nan OK-2.

[Monyyeuune colepanus Giopa B obpa3snan KoOHIPOIH HE A0K-
Hbl OTAHYATBLCS OF ATTECTOBAHHOTO coAepKahns cmeceli Oognee uem
Ha 0,06 % ans obpasua OK-1 u na 0,0129% aas  obpasua OK-2.
B cayuae npeLiweliist YKA3auhby OIKJIONENIH anaaus cepuii npob
TIOBTOPSIOT.
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