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TOCYRAPCTBEHHBH CTAHOAAPT COI3A CCP
S

rocrt

HMOEUA NATUOKUCDH

MerTon onpefenexus MaccoBoii Aomu ropa '8'84_2_79
Niobium pentoxide
Method for the determination of B3amen
fluor content rOCT 18184.2—72

Nocranosnennem FocypapcrsedHoro womurera CCCP no cranwpapram or 11 man
1979 r. N2 1695 cpok feHCTBMS YCTaHOBNEH
c 01.01. 1981 r.

Ro 01.01. 1986 r.

HecobniogeHwe craHfapTa npecnefyercs no 3akoHy

Hacrosimuii craniapT pacopocTPaHsAercss Ha NMATHOKUCh HHOGHS #
ycTaHaBJAHBaeT QOTOMETPHUECKHH MeToj ompejiesleHUsi MacCOBOH NOJH
¢dropa or 0,1 no 0,35%.

Meroa ocHoBaH Ha NMHPOTHAPOJHTHYECKOM BblIIEJNEHHH (TOpPa B BH-
lle KpeMHedTOpPHCTOBOAOPOAHON KHC/IOTH H (POTOMETPHUECKOM oIpe-
JeneHun GTOpA MO CHUKEHHIO HHTEHCHBHOCTH OKPACKH PacTBOpa KOMM-
JeKca aJIOMHHHSt C apceHaso | B pesy/bTaTe ero paspylleHus: ¢pTop-
HOHaMH.

1. OBLME TPEBOBAHMS
1.1. O6uine Tpe6oBanusi — no 'OCT 18184.0-—79.

2. ATHNAPATYPA, PEAKTHBbI U PACTBOPDI

YcrasoBKa A1 NHPOTHAPOJH3A (CM. yepTex), COCTOsmas H3 cje-
LYIOLIHX 3JIeMEHTOB:

JeKTpuyeckof Tpybuaroir neuu tuna CYOJI—0,25.1/12—M1, 111-
Hoi 250 MM C CHJIHTOBBHIMH CTepXKHSIMH, O6ecleyHBalOIIMMH Harpes
10 1100°C, cHa6xxennoit aprorpancopmaropom tina PHO-250—5 nas
peryJHpOBaHus TEMIepaTyphl Meuyy, TepMONapol mJiaTHHa-NJIaTHHO-
poauepoit TIIII-11 u muaausonbTmerpom no I'OCT 8711—78; napo-
obpasoBatens (konba Bmectumoctbio 500 MJ); KBapueBoil TPy6km C
BHYTPEHHHM JuameTpoM 27—28 mM, aiunoii 500 MM; oTBOZHO# TPY6-
KH, IIPUNAsAHHON K KBapleBOH TPyOKe, COTHYTOH NOA MPSAMbIN ) TJIOM,

Maganne ocpuyManbHoe Nepeneuarka BocnpeweHa
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TOCT 181842—79 Crp 2

JUIHHOH 260 MM H auameTpoM 6 MM, KoHel OTBOJHOH Tpy6km cHab-
XeH 6ap6oTepoM ¢ OTBEpCTHSiMH B | MM; XOJOAMJbBHMKA JJIHHOM
100 MM ¥ guamerpom 15 MM, HamasiHHOrO Ha OTBOJAHYIO TPYOKy, KBap-
LeBOH KONObi-pHeMHHKA O WaudoM W oTBOAHOM TpyOKo# (BhICOTA
K0a6b1 90 MM, BMectuMocTh 100 Mj); cucTeMBl NMOTJOTHTEJbHBLIX CO-

] — 6annoH ¢ a30TOM 2 — NPOMbIBHbIE CKASHWE 3 — aacKrponiuTka 4  na-

poobpasonait b » — Tpy6I1ai1as It tb 6 — KBapucsag T0A04YRa 7 — TCPMO-

napa & — xBapuepas Tpy6xka 9 — XOT10AUABHMK 10 — oTBOAHas TpPyGKa C

oap6oTepoM 1] — Koavad npHeMHUR ]2 — MM THBOTHIMETp 13 — ABTOTPaH-
chopmatop

CYJ0B IJs OYHMCTKH IOCTYNAIOIlero H3 6aJijoHa a30oTa —— NPOMBIBHBIX
CKJISIHOL, OJHa M3 KOTOpHIX 3anonHeHa l%-HblM pacTBOpOM Mapra-
10BOKN~Oro kKan'is B 5%-HOV pacTBOPY THAPOOKMCH HATpHs, ApY-
rag - BoLoOH, k3apueBoif JoI0unH AauHoi 60 vivm, wupunHoit 20 wmw,
BbIcOTOH 15 vv, Basnona ¢ razoo6pasuniv azotou no FOCT 9293—74,
TeXHHUEeCKHH, 3JeKTPOMJIHT~d Moucer’o 6900 I'r

®orosaexrpokonopumerp THHa PIK-56 niau aHaJOrHUHBbIA
6op

Becnl anaauTHYeckue.

Kpemuns asyokuch mo 'OCT 9428—73, v r a

Kouabur mepubie BMectumocTbio, 50, 100, 500 u 1000 M.

L mmiHapsl MepHBIe BMECTHMOCTbBIO 250 M

IInnerku creknsiHHble 6e3 AeseHUit BMecTHMOCTbIO 5 ¥ 10 wma

CKASIILY U3 TEMHOI'O CTeKJa BMeCTHMOCTbIO 1 21

Bankn moanyTHAEHOBBIE BMECTHMOCTBIO | J1 ¢ KpHIIKaMH M3 MOJH-

3THJIEHA
Harpust ruppookuch no T'OCT 4328—77, 4 1 a, 0,025 1 u 5%-

HBIH DacCTBOPH
Kanuit maprannosonucastii no F'OCT 20490—75, 4 1 a, 1% -Hui#

pacrsop
Kucnora consnast mo F'OCT 3118—77,u 1 a, pasbasnenHas 1:50

H 1 H pacTBOp
Hartpuii yxcycuokucaeit no FOCT 199—77, v 1 a, 1 u pacrsop.

Ammonui dropucteiit mo FOCT 4518—75,4 1 a

npH-
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Crp 3 TOCT 181842—79

Keacuw amomokanueBsie no FOCT 4329—77, w x a, pacrBop,
cojepxamui | Mr asioMHHHs1 B 1| MJI, TOTOBSIT CleAyIOIUM 0Opa3oM:
17,6 T amoMORaJHeBLIX KBACLOB PAacTBOPSIOT B BOJe, pPacTBOp nepe-
BOAAT B MepHyI0 K06y BMecruMmoctbio 1000 ma, mosoasaT o6beM pa-
CTBOPA BOJOH [0 METKH H MepeMellHBaIOT

Apcenaszo 1, 0,1% HBI BOAHBIN PACTBOP

PacrBop kommjexca asioMHHHS ¢ apceHaso 1, rorossT ciaelylio-
WHM o6pasoM B MepHylo Koa6y BMecTHMocTbio 1000 ma BBOAsiT NH-
nertko#t 10 mMa pacTBopa ajioMoKaaHeBHX kBacuos, 200 mua pactBopa
apcesaso 1, 50 ma 1 B pacrBopa cossiHOH KHcJOTH, 100 Ma pacrso-
pPa yKCYCHOKMUJIOrO Hatpusi u pa3daBasiioT BOAOH JO MeTKM PacTBop
XPaHAT B CKJSHKE M3 TEeMHOTO cTekaa (TOZeH IJs NPHMEHEHHsS uepes
CYTKIL 1TOCJIE €r0 HPUTOTOBJIEHHUS)

OcuoBHOiT pacTBop (TOpa, roToBAT caepyomuM obpasoM' 1 r ¢ro-
PHCTOrO avIMOHHSI PACTBOPSIIOT B BOJe B MEepPHON KoJie BMeCTHMOCTBIO
500 Ma u pa3baBasilOT BOAOH 4O METKHM, | MJI OCHOBHOTO pacTBOpa
cogepxkuT 1 Mr ¢ropa OcHOBHOH pacTBOP XPaHAT B NMOJH3THJIEHOBOH
6aHKe,

10 MJ1 OCHOBHOTO pacTBOpa MOMEIIAIOT B MEPHYIO KOJGY BMECTH-
mocTeio 1000 mJ, poBomsT o6beM pacTBOopa BOAOH 40 METKH H mepe-
MeIuBaoT — pactBop A, 1 Ma pacrBopa A comepxur 0,01 Mr ¢To
pa PacrBop A xpaHST B MOJHITHJIEHOBOH GaHke

3. NOAITOTOBKA K AHANU3Y

31 Iocrpoenue zpadyuposoyrozo epagura

JIas1 TOCTpOeHHs TpajyHpOBOYHOro rpaguka roToBAT o6pasloBbe
pacTsopsl B MepHHIE KOJIGH BMecTHMocTbio 50 ma BBogsfT 1, 2, 3, 4;
5 MJa pacrsopa A, pobasasiorT no 10 M paciBopa KOMILIeKCa aJlOMH-
HHSA C apceHaso 1, JOBOAAT BOJOH N0 METKH U nepeMmelinBaior [lonyyen
Hbie o6pasiuoBbie pactBopul cofepxar 0,01, 0,02, 0,03, 0,04 u 0,05 mr
¢TOopa COOrBeTCTBEHHO

OpnHOBpeMeHHO B TaKOH ke KoJ6e IOTOBAT KOHTPOJBHBIE pactBop,
B KOTOPBI MPHJAHBAIOT BCe Te JKe DeaKTHBH, KpoMe pactBopa A

Uepes 10—15 MuH nocje IpPUTOTOBJAEHHS H3MEPSIOT ONTHYECKYIO
IVIOTHOCTL O6Pa3LOBBIX PAcCTBOPOB Ha (HOTOZ/JEKTPOLOJOpPHMErpe MO
OTHOIIEHHIO K PacTBOPY CPaBHEHHs B KauyeCTBe KOTOPOTO IHCIOJB3Y-
IOT KOHTPOJbHLIH PacTBOp, B KIOBETaX C TOJIIMHOH INOTJIOUIAOUIETO
cBeT ca1os1 20 MM, TMoaL3ysich cBeToduaAbTpoM Ne 7 mpu [ THHE BOJIHEH
580 um

[To nouayueHHBIM JaHHBLIM CTPOSIT FPaAyHPOBOYHBIA rpaduk, OTKJAA-
IbiBasi HAa ocH afcuuce cogepxkaimuecs B 06pa3lOBLIX pacTBOpax Mac-
cH ()TOpa B MHJJIHMIPaMMax, a Ha OCH OpJMHAT — COOTRETCTBYIOLIHE
HM 3HaYeHHUS ONTHYECKUX MJOTHOCTEH
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roCTt 18184.2—79 Crp. 4

4. NPOBEAEHUE AHAJIM3A

4.1. Bony HarpeBaloT B napoo0pasoBaTeie A0 KHIEHHsl, IIponyckKa-
10T yepe3 HEro TOK a30Ta CO CKOPOCTbIO 2—3 My3bipbKa B CEKYHAY.
B nmpuemuuk Hasnusaiotr 10 ma 0,025 H. pacTBopa rMApOOKHCH HATpHA
¥ HarpesaioT neys go 400°C.

0,2 r nsiTHOKHCH HHOOHS CMeIUMHBAIOT B KBapueBoi Jojgouke ¢ 0.3 T
IBYOKHCH KpeMHusl. Bukjiogaior neub, GHICTPO BCTABMASIOT JIOLOUKY
B CpPEeIHIOI0 YacTb KBaplieBOH TPYOKH C IOMOLIbIO KPIOUKA U3 Kapo-
NPOYHOM CTa/JH M TOTYaC XKe NPHCOEAMHSIOT mapoobpasoBaTesb K Ie-
ud. BHOBb BKJIOYAIOT Meyb H INOBBINAIT TeMmnepatypy ao 1000°C.
ITo mocTuxKeHWH 3TOH TEMNepaTypbl MPOLECC MHPOrHAPOIH3a MPOAOJ-
XawoT B TeyeHue 15—20 MHH, 3aTeM Ileub BbiKJoO4aloT. [TosyueHHbIR
B NpHEMHHKE DacTBOp MOMeELIaloT B MepHYI0 KoJOy BMECTHMOCTBIO
100 mMa u pasbasasitor Bonoll 10 Merkd. OTGHpPaOT 5 MJI MOJYYEHHO-
ro pacrBopa B MepHYI0 K0JGy BMecTHMOCTbIO 50 MJ, HeHTpasu3sy-
IOT PaciBOpPOM COJISSHOR KHCJOTH, pasGaBjeHHoi 1:50, mo uHIMKa-
TOPHOH 6yMare KOHIO KPacHOH A0 H3MEHeHUs OKPAcKH C KpPacHOH Ha
¢dnonerosyo, nobasasior 10 Ma pacTBOpa KOMIJIEKCa AaJIOMHHHSI C
apcenaso 1, pa36aBasfiOT BOAOH A0 MeTKH H NMepeMellnBaioT. Yepes
15 MHH #H3MepSIOT ONTHYECKYIO TJIOTHOCTh aHAJM3HPYeMOro pacTBOpa
II0 OTHOIIEHHIO K OAHOBPEMEHHO HNDHIOTOBJEHHOMY KOHTPOJBHOMY pa-
cTBOpY No 1. 3.1.

[Io moJayueHHOMY 3HAYEHHIO ONTHUYECKOH IJIOTHOCTH MPH MOMOILH
rpajydpoBOYHOro rpadHka onpejesadioT Maccy (GTopa B aHaJH3Hpye-
MoH po6e B MHJJHTpaMMax.

5. OBPABOTKA PE3YJIbTATOB

5.1. Maccosywo ponao ¢ropa (X) B IpOUEHTAaX BHIYUCIAAIOT 1O ¢op-
MyJIe

my-100-100

X=— 000

rae m;— Macca ¢Topa, HafiieHHas MO rpafiyupoBouytHoMmy rpaduky,
MT;

V — anukBOTHAA 4acTh pacTBOpa, B3sTast AAS ONpEJENeHHs, MJ;

m-—wmacca HaBeckKH, T.

3a pesysabTaT aHaJaH3a NPHHUMAIOT CpPefHee apH(MeTHYECKOe Tpex
napaJJefbHbIX ONpefeJeHHH, 1OoNycKaeMble PACXOXKJEHHsI MexXay Ha-
HOOJIBLIMM H HAHMEHBIIHM pe3y/bTaTaMH U pe3yJbTaTaMH JBYX aHaJH-
30B He JOJKHb NpPEBLIIATh BEJHYHH, YKa3aHHbIX B TabJuue, NpH H0-
pepuTesbHOH BepositHocTH P=0,95.

5.2. TlpaBHABHOCTD pe3yJbTATOB aHAJH3a CEPHH NPOG MPOBEPSIOT
MeToaoM A06aBok. M3 mpo6 sToli cepun Gepyr mpo6y, AJIsi KOTOPOH
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Crp 5 FOCt 18184.2—79

Maccosan nons dropa, % Jlony ckaevbie pacxo.nAeHUs, %
0,1 0,02
0,2 0 0t
0 456 0,07

HajileHHas mo pasA. 3—O—wMaccoBasa goas X;, Y — JeXHT B npee-
aax ot 0,1 no 0,35% wu 6anxe Bcero x 0,1%, u 1o paHee HalJeHHBIM
Mo TPajyMpPOBOYHOMY TrpaHKy JBYyM 3HayeHHsIM Maccel ¢Topa m B
aJUKBOTHOH yacTu V==5 MJ BLIUHCJAIOT CcpeiHee apHpMeTHYEeCKOe
3gayeHne m Ot 3Toii NpoOn GepyT TPU HaBECKH Maccofl TOYHO IO
/M r, TOUHO BBIYMCJSIS YHCJIEHHOE 3HaueHHe m no dopmyse

0 02

- —— Py

Xl,b

rae X5 — uHcI0, Ge3pasMepHas BeJHYMHA, YHCJAEHHO paBHas Mac-
copoli nose ¢ropa X, % BO B3sitoit npobe. K 3THv HaBecxaM, mowme-
LIEHHBIM B KBapleBble JOAOYKH, NOOaBJAAIOT TOYHO no 0,5 MJa OCHOB-
Horo pacrsopa ¢ropa. CoaepKumoe JIOAOUYEK NOJCYUIHBAIOT Ha JIEKT-
PHUYECKOH NJHTKe, aHAJU3UPYIOT, KAK YKa3aHO BhIlle, HAXOAAT MO I'pa-
JYHPOBOYHOMY rpauKy TpH 3HayeHds Macchl ¢pTOpa m MI, COmepKa-
ulefics B aJHKBOTHBIX YacTAAX COOTBETCTBYIOINHX PacTBOPOB 0OGBHEMOM
110 V=25 W1, H BEIUHCJSIOT IO 3THM 3HAUYEHHUSIM

cpelHee apupMeTHUecKoe 3HayeHue ma: Mr ¢ropa.
AHa/H3bl cepuy npo6 NPaBUAbHEL, KOTI'1a Pa3HOCTDb

[P p— mB
M 53
(rne mp — uucno, 6espasmepHasl BeJHUYHHA, YHCJIEHHO paBHasl B3f-

Toii HaBecKe MPCOB m, r) He MeHbiie 0,022 u He Gonpue 0,028 wr
dTopa Ecaum 310 ycsaosue He BBINOJAHSETCS, TO KOHTPOJAb MPaBHTbHO-
CTH pe3yJbTaTOB aHaJu3a MOBTOPAIOT, yBEJHYUBAS YHCJIO OJUHAKO-

BHIX HAaBECOK Maccoil m, T JO LIeCTH, ¥ NoJydas 3HayeHHEe Mg MT,
KaK cpelHee aphHdveTHyecKoe U3 HaWAeHHDX IUECTH 3HAUEHHH M MT
¢ropa. Pasnocts

—_— —— mE

mg—m] 6-‘ ’

He gosHa 6uTh Menbine 0,023 u Goabie 0,027 mr ¢ropa.
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HameneHne N 1 TOCT 18184.2—79 Hnobua nsatuokuch. MeToa onpenenewus mac-
coBof noau dropa

Yrsepxaeno u Beepeso B nedcrsue [Tlocranopiesnem locynapcrseHHoro Komurera
CCCP no ynpapaenHio KavecTBoM MPOAYKUHH W cramgapram ot 30.03.90 N 759

Jlata ssenenus 01,1190

INMyukr 11 3amenuts ccoiaky TOCT 18184 0—79 wa T'OCT 183850—79
Pasnea 2 Bropoil a63au mocae ciaoB «u3 6ajjloHa a30Ta» JONOJAHHTb CJAOBaMH

(ITpodoarxcenue cxu c. 200)



(lTpodorwenue usmenenun x F'OCT 18184 2—79)

«i11H aproHa», nocae cJaoB «¢ razoobpasuntm  asotom no [OCT 9293—74» nponou-
HItT» caoBaMu «uau aprodoM no 'OCT 10157--79»,

MOAPHCYHOUHY IO TMOANHCHL nocjde cioB «/ — 6afMoH ¢ a30TOM» AONOJNHHTH CJO-
BAMH «HAH aPTOHOM>,

NATHIA  ab3ail H310AHTL B HoBoll pegakiunn  «Kpemuuit (IV) oxcup no TOCT
9428—73 y 1 a»,

3aMennTsh cebinky TOCT 199—77 nwa TOCT 199—78.
(UYC Ne 7 1990 r.)



« TOCT 18184.2—79 Huofus natnoxkucs. Merton onpegenesuss maccosoit poaun dhro-
pa

B kaxkoM wmecre Hamneuarauo Jonsio OuiTh
Tlon HaHMEHOBaHHeM
cTaHpapTa — OKCTY 1709
ITo BceMy TexcTy cTaH- MJT cm®
napra a M3
H MOJab/am3

(1YC No 7 1985 r.)
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