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rOCYALAPCTBEHHGB I CTAHLOAPT CO3A CCP

HUOBMA MATUOKUCH rOCT
MeTog onpeaeneHHa mMaccoBoii gonm Topa 18184 .2 —79
Niobium protoxide .
Method for the determination oi BbIMeH
fluor content roOCT HUM 2—72

MocTtaHoBNneHnem [locygapcTBeHHOoro komuteta CCCP no cTaHgaptam o7 11 masa

1979 r. N9 169J cpoK AelcTBUSI yCTaHOB/EH
c 01.01. 1981 r.

Ao 01.01. 19$6~T.

Heco6ntofeHve cTaHaapTa npecncy,

HacToAwwmini cTaHAapT pacnpoCcTpaHseTcs Ha NATMOKWUCL HMOGWS U
yCTaHaBAMBaeT (OTOMETPUUECKUIA METOA OMNpefieneHns MaccoBol 0nu
tTopa ot 0.1 go 0.35%.

MeTog OCHOBaH Ha MUPOrHAPONHTUYECKOM BblAeNneHnn (Topa B BU-
[ie KpPeMHe(hTOpMCTOBOAOPOAHON KUCIOTbl U (POTOMETPUYECKOM OMpe-
JeneHun htopa no CHUKEHWIO UHTEHCUBHOCTM OKPacku pacTBopa KOMM-
NeKca anlMUHNUS C apccHa3o 1 B pesynbTaTe ero paspyLleHvs qrop-
MoHaMu

1. OBWWME TPEBOBAHWA

I I O6wwe Tpe6oBaHns — no MOCT 18184 0—79.

2. ANMNAPATYPA, PEAKTUBbI N PACTBOPbI

YcTaHOBKa AN MKPOTHAPO/H3a (CM. YepTex), cocToslas U3 cre-

AYIOLWNX 31EMEHTOB:
anekTpuueckoii Tpyb6uatoin neun Tvna CYOJ1—0.25.1/12—MI. nox-

HO 250 MM C CWAMTOBbLIMH CTEPXHSAIMMW, O6ECreynMBatoLLMMUN Harpes
no MOCIC, cHabXeHHoN aBToTpaHcdopmaTopoM Tuna PHO-250—5 gns
perynmpoBaHus TemnepaTypbl Meyu, TepMonapoir unaTuHa-nnaTuHo-
pogmesoid TMM-11 H munaueonbTMeTpom no MOCT 8711—78; napo-
obpasoBaTens (konba BMecTMOCTbO 500 MJ); KBapLeBOi Tpybku c
BHYTPEHHUM fMaMeTpom 27728 MM. anvmHoi 500 MM; OTBOAHON Tpy6-
KW. NpUNasHHOW K KBapLeBOW TpyOKe, COTHYTOM Nofg MpsMbIM  YI/IOM.

NlpaHH« oduumnansHoe Mepeneuatka BoOcCMNpelieHa
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FOCT HIM J—79 C1p. 2

ANvHOM 260 MM H gvameTpom C MM; KOHEL, OTBOAHON TpybKu CHab-
XeH 6apboTepoM C OTBepCTMSIMM B 1 MM; XOMOAWAbHWKA  AAVHOMN
100 MM 1 AnameTpom 15 MM, HanmasHHOTO Ha OTBOAHYIO TPY6Ky; KBap-
LIeBOI KOMObI-NpYEMHMKA CO LWMGOM M OTBOAHOW TPYyOKOW (BbicoTa
Konbbl 90 MM, BMecTUMOcTb 100 M); CUCTEMbI MOFNOTUTESIbHLIX CO-

56 7 6

1- 6unca Pa*otou; t ~ NpOMHNUMC CKNSHKW. .? - nnck|pul:nm(41l. 4 - n*.
pocbpogadncA*: | - 1py6uU«Msa Medb; C— KAPUCANSA NOKUK». 7 — »H>L>-
nepa: K - KMpuUpMmit ipVfi*»: 9 - «tungn.HMMK 19 —OT«ONWUK Tpybka cC

p U
o»plloTcpe«: /1 — Kon&a-npakMmnxk; - 12 —qb:I)M,anIHMMVIFZ?. 13 —n.n.p»u-

CY[OB AN OYUCTKU MOCTynarowero Ha 6anioHa asoTa - MPOMbIBHbLIX
CKNAHOK, OfiHA U3 KOTOPbIX 3amnosiHeHa 1%-HbIM pacTBOpPOM MapraH-
LIOBOKWC/IOTO Kanus B 5%-HOM pacTBOpe rUAPOOKUCU HaTpus, [Apy-
ras - BOJON; KBapLeBOW /I0A0YKM AnvHONW 60 MM, LWKpuHO 20 MM,
BbicoTOM 15 MM; 6ansioHa ¢ ra3oobpasHbiM a3oTom Mo FOCT 9293—74,
TEXHUYECKWUIA; 3NEKTPONINTKM MOLLHOCTBIO 600 [T,

doTo3neKTpoKonopuMeTp Tuna ®IK-56 waM aHanoruyHblii - npu-
60p.

Becbl aHanMTUyeckue.

KpemHusa gsyokucb no NOCT 9428—73. u. A. a.

Kon6bl MepHble BMecTUMOCTbIO. 50, 100, 500 u 1000 mn.

LInnvHapbl MepHble BMECTUMOCTLIO 250 M.

MuneTkn cTeknsHHble 6e3 aeneHWin BMeCTUMOCTbIO 5 1 10 mn.

CK/IAHKN 13 TEMHOrO CTeK/a BMECTUMOCTbIO 1 /1.

BaHKM MONM3TUNEHOBbIE BMECTUMOCTBIO 1 N1 C KpbIWKamMy 13 Nonu-

aTuneHa.
Hatpusa rugpookuce no MOCT 4328—77, u. a. a., 0,025 H. n 5%-

Hblli PacTBOpbI.
Kanuii mapraHyoBokucsbiii no FOCT 20490—75, u. a. a., 1%-Hblid

pacteop
Kucnota consHas no FOCT 3118—77, u. 4. a., pazbasneHHasa 1:50

ir | H pacTBop.
Hatpwuii ykcycHokucnblii no TOCT 199—77. u. 4. a., | w. pacTsop.

AMMOHWI hTopucTbiil no FOCT 4518—75, u. 4. a.
2*



Ctp 3 IFOCT 181*42—79

KBacubl antomokanuesble no MOCT 4329—77, 4. 4. a.; pacTeop,
cofepxawuii 1 Mr antoMuHus B 1 MA, roTOBAT Chefylowmm o6pasom:
17,6 T antoMOKanmeBbIX KBaCL,0B pacTBOPAKT B BOAe, pacTBop nepe-
BOAAT B MepHYK K06y BMecTMMOCTbio 1000 M, AOBOAAT 06beM pa-
CTBOpa BOZOW [0 METKM W MepemMeLLuBatoT.

ApceHaso 1, 0,1%-Hblii BOfHBI pacTBOp.

PacTBOop KOMMnekca anloMWHUA C apceHaso [, roToBAT cnepyto-
WymM 06pa3oM: B MepHyl0 Konby BmecTMMOcTbio 1000 mn BBOAST nu-
netkoii 10 X{n pacTBOpa antOMOKaiMeBbIX KBacuos, 200 mMa pacTBopa
apceHaso 1. 50 mn 1 w. pactBopa consiHOW KucnoTsel, 100 mn pacTso-
pa YKCYCHOKWUC/NOrO HaTpus U pa3baBnsioT BOAON A0 MeTKU. PacTsop
XPpaHAT B CKMISHKe M3 TeMHOro cTekna (rofeH Ans npuMeHeHUs 4vepes
CYTKM MOC/E CHO NPUTOTOB/IEHMS).

OCHOBHO/# PacTBOP (hTOPa; FOTOBAT Credyrowum obpasom: 11 (hTo-
pUCTOro aMMOHWSA PacTBOPSIOT B BOLE B MepPHON konbe BMeCTUMOCTbLIO
500 mn u pa3daBnslOT BOAOA A0 MeTKM; | M OCHOBHOrO pacTBopa
cogepxut 1 mr dpropa. OCHOBHOW PacTBOP XpaHAT B MOUITUIEHOBOI
BaHKe;

10 Mn OCHOBHOro pacTBopa MOMELLAlOT B MepHYH Kofiby BMecTu-
mocTbto 1000 mfi, JOBOAAT 0ObEM pacTBOpa BOLOA A0 METKM U nepe-
MewMBaloT - pactBop A; 1 mn pacTtBopa A cogepxut 0,01 Xir ¢pTO-
pa. PactBop A XpaHAT B MOAUSTUIEHOBON OaHKe.

3. NMOATOTOBKA K AHANN3Y

3.1. TlocTpoeHne rpasympoBOYHOro rpadguka

[ns noctpoeHus rpafyvMpoBOYHOr0 rpaduka roToBsaT 06pasLoBble
pacTBOpbl: B MepHble KONbbl BMeCTUMOCTbIO 50 mn BBOAAT 1, 2; 3; 4;
5 mn pactBopa A, fo6aBnstoT no 10 mn pacTBopa KOMMJjeKca antomu-
HWA C apceHaso 1, 40BOAAT BOAOW A0 METKM 1 nepeMeLuvBatoT. [onyyeH-
Hble 06pa3yoBble pacTBopsbl cogepxat 0,01; 0,02; 0,03; 0.04 n 0.05 mr
qmg)a COOTBETCTBEHHO. .

[HOBPEMEHHO B TaKOW e KOnbe roTOBAT KOHTPO/bLHbLIA pacTeop,
B KOTOPbI MPUAMBAIOT BCe Te XK€ peakTuBbl, KpOMe pacTBopa A.

Uepes 10—15 MWH nocne npUroTOBMIEHUA W3MepPSAIOT ONTUYECKYHO
NNOTHOCTb 06pas’LOBbIX P3CTUOPOB Ha (HOTO3NEKTPOKONOPHMCTPE MO
OTHOLLEHWIO K PacTBOpY CPaBHEHWs, B KayecTBE KOTOPOro WCMOMb3y-
HOT KOHTPOJIbHbIA pacTBOp, B KHBETAaX C TOMLWMHOA MOr/IOLALLEro
CBeT ¢ofg 20 MM, MOMb3yACb CBETO(GWUALTPOM JI3 7 npu ANUHE BOSHbI
580 um.
Mo nony4yeHHbIM AaHHbLIM CTPOAT ipPagyHPOHOUHLIA rpaduK, OTKNa-
[blBaf Ha ocu abcumce cofepxkalinecs B 06pasLoBbIX pacTBOpax Mac-
Cbl hTOpa B MUAAUrpammax, a Ha OCU OpAMHAT - - COOTBETCTBYIOLLME
UM 3HAYEHWS OMTUYECKMX NOTHOCTENA.
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rOCT 18184.2—79 Ctp 4

4. MPOBEAEHWE AHANN3A

4.1. Bogy HarpeBatoT B nmapoo6pasoBaTesie 40 KUMeHWUs, Mponycka-
0T 4yepe3 Hero TOK a3oTa CO CKOPOCTbiO 2—3 Ny3blpbKa B CEKYHAY.
B npuemHuk HanusatoT 10 mn 0,025 H. pacTsBopa rMApPOOKWUCK HaTpus
nu; euaroT neyb 1o 400°C.

I NATHOKHCH HWOGUSA CMEeLLMBAIOT B KBapLeBOMN /IofoYKe ¢ 0.3 1
[BYOKUCU KPeMHWA. BbIKMOYaOT Meyb, 6bICTPO BCTABASIOT /1I0[40UKY
B CPeAHIOI0 YaCTb KBapLeBON TPyOKM C MOMOLLBIO KploUKa M3 XKapo-
MPOYHOM CTanM M TOTHYAC XXe MPUCOeAMHAIOT napoobpasoBaTesb K ne-
un. BHOBb BK/IKOYAlOT Meyb H MNOBbIWAKT Temnepatypy fo !(KOIC.
Mo [OCTWXKEHHH 3TONW TemnepaTypbl MPOLECC MHPOrMAPO/H3a MPOAoN-
XatT B TeyeHne 15—20 MuH, 3aTeM Meyb BbIK/IOYAKT. [ofyYeHHbI
B MPUWEMHMKE PacTBOP MOMELLAIOT N MEPHY KOnby BMECTUMOCTbIO
100 mn n pa3baBnalT BoAoK A0 MeTkm OT6OuparoT 5 M NoayYeHHo-
ro pacTBopa B MepHYH K06y BMeCTUMOCTbIO 50 MA, HeiTpanmsy-
0T PacTBOPOM CONAHOW KUCNOTbl, pa3baBneHHoit 1:50, no WHAMKa-
TOpHOI Oymare KOHFO KpacHON A0 M3MEHEHWs OKpPacKy C KpacHOM Ha
(uonetosyto, fo6aBnaoT 10 mn pacTBopa KOMMJeKca antoMUHMA C
apceHaso 1 pa36aBnslOT BOAOW [0 METKM K nNepemewivsatoT.  Yepes
15 MWH M3MepAIOT OMTUYECKYH MNOTHOCTb aHanu3npyemMoro pacTtsopa
HO OTHOLLEHWO K OfHOBPEMEHHO MPUrOTOBNEHHOMY KOHTPOSIbHOMY pa-
cTeopy mo n. 3.1.

Mo Nony4yeHHOMY 3HAYEHWIO OMTUYECKON NNOTHOCTM MPWU MOMOLLM
rpafyvpoBOYHOro rpaguka onpefenstor maccy (qropa B aHanusupye-
MoiA Ipo6e B MUAIMTPaMMax.

S. OBPABOTKA PE3Y/IbTATOB

5.1. Maccosyto gonto topa (A) B NpoueHTax BbIYUCAAOT No (op
myne r
T1-100- ICO
mV -1000

rge /H, - macca (Topa, HaifeHHas Mo rpafyvpoBOYHOMY Tpaguky.

V  a/nKBOTHas 4acCTb pacTBOpa, B3sTas A/ ONpefeneHus, M

T — macca HaBeckwm, T.

3a pesynbTaTaHanusa MPUHAMAIOT CpefHee apUMeTUUecKoe Tpex
napannenbHbIX OMpefeneHuil, AOMYyCKaeMble PACXOXAEHWS MeXay Ha-
MBOMBLUMM K HaUMEHbLUUM pe3y/ibTaTaMu U pe3ynbTaTamy ABYX aHanu-
30B He [JO/MKHbI MPesbllaTh BENYWH, YKas3aHHbIX N Tabnule, npu fo-
BepuTenbHON BeposTHocTM P = 0.95.

5.2. MpaBuNbHOCTb Pe3ynbTaToB aHanu3a Cepum Npob npoBepsoT
MeTofOM [06aBOK. W3 npob 3Toil cepum GepyT npoby, Ans KOTOPOM



Ctp 5 rocT 1SimM.2—T1

MFCCO11»A 4b>P*. % flonyckaeTe pmxonaesan*. h
0.! 0.02
0.2 0.01
0.35 0.07

HallfjleHHas Mo pasg. 3—5—MaccoBas gonsa X|, % —nexuT B npeje-
nax ot 0,1 go 0,35% u 6nmxe Bcero K 0,1, 1 N0 paHee HalfeHHbIM
no rpagyvpoBOYHOMY rpauKy [BYM 3HaueHusAM Maccbl Topa T B
aNMKBOTHON™ yacTn V'=5 ma BbIUMCAAIOT  cpedHee  apuiMeTUYecKoe
3HayeHne T.. OT 3Toi Mpobbl GepyT TPWM HaBECKM Maccoii TOYHO Mo
T I, TOYHO BbIYMC/IAA YNACNEHHOE 3HAYeHWe T no opmyre

TWOOZ

X T

rge JI\6—uucno, 6e3pasmMepHas BefMYMHA, YWUC/IEHHO paBHas Mac-
coBoii fone dTopa X, % BO B3ATOW npobe. K 3TuM HaBeckam, nome-
LWeHHbIM B KBapLEBble N10404KN, f06aBnAl0T To4HO no 0,5 M OCHOB-
Horo pacTeopa (ropa. CoAepXumMoe NOAOYEK MOACYLUMBAIOT Ha 3MeKT-
PUYECKON NAWUTKE, aHaNM3MPYIOT, KaK YKa3aHo Bblle, HaXoAAT Mo rpa-
AYMPOBOYHOMY TpaghmKy Tpu 3HaueHUs Maccbl (hTopa T M, cofepxa-
LLeNCA B afMKBOTHBLIX 4YacTAX COOTBETCTBYIOLUMX PAcTBOPOB 0OBEMOM
no V—5 MA, 1 BbIYMCAAKOT MO 3TUM 3HAYEHWUAM

cpeaHee apumeTMYecKoe 3HayeHue nti Mr ¢pTopa.
AHanusbl cepuy Npob NpaBusbHbI, KOrAa PasHOCTb

79, —15, %

(roe srB — umcno, 6e3pa3MepHas Be/IMYMHA, YMCIEHHO paBHas B3f-
TOM HaBecKe npobbl T, r) He MeHble 0,022 n He 60nbwe 0,028 wMr
thTopa. Ecnu 3To ycnoBue He BbINOMHAETCH, TO KOHTPOAb MPaBW/bHO-
CTW pe3yNnbTaTOB aHanu3a MOBTOPAIOT, YBENWNYMBAS 4YUCNO OAMHAKO-
BbIX HaBECOK Maccoi T, T [0 LUECTW, W Moflydass 3HauyeHuWe T 2 Mr,
KaK CpefHee apuU(MEeTNYecKoe W3 Half€HHbIX LUECTW 3HAYEHWIA T Mr
(bTopa. PasHOCTb

— — Tb
mt-m } -

He [Oo/MKHA ObiTb MeHblue 0,023 1 6onbwe 0,027 mr dTopa.
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M3meHeHve JIk | TOCT 18184.2—79 HHaliMm nNHTMOHMCb MeToh onpegenemMms mac-
coBoli gogm hTopa

YTBEPXAEHO M BaefeHO B pelictBue [loctaHoBneHVeM [OCyAapeTBEHWOrO KoMuTeTa
CCCP no ynpaB/ieHMIO KayecTBOM MpoAaykuum u ctaHgaptam oT 30.03.90 /1 759

Narta sBegeHun 01.11 90

MyHKT 11 3ameHnTb ccbinky: MTOCT 1818-1.0-79 Ha MOCT 18385.0-79
Pasgen 1. Bropoii a63al, mocne cnoB «u3 6annoHa asoTa» AOMOMHUTL CAOBaMu:

(MpogomkeHue cs, c. 200)



(MpogomkeHne nsmeHeHns k TOCT 18184.2—79)

«l W aproH;'», nocne c/io0B «C razoobpasHbiM a3oTOM Mo FOCT 9293—74» ponon-
HUTb CNoBamMu; «unn aproHom no FOCT 10157 79»;

N3APUCYHOUYHYIO MOAMNUCK nocne cnoB «/— 6annoMm ¢ a3oTOM* AOMOMHWUTL eno-
BaMUN: «UN aproHOM»;

NATbIW a63al, M3M10XWUTb B HOBOW pepakumn: «Kpemuuini (1V) okemg no FOCT
9428—73. u g a»

3amMeHUTb ccbisiIky TOCT 199-77 Ha TOCT 199 78.

(MWYC Ne 7 1990 r.)
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