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YAK ML.6M.rr8:Ms.18.<M:0MAM Mpynna J119
rOCYONAPCTBEHHbIA CTAHAAPT POCCUNCKOW ®ENEPALIN

HNOBNA MATUNOKNCH

VloHOMEeTpMYECKMA MeToZ, onpeaeneHns
MaccoBOW A0nM (hTopa FOCT P
Niobium pentoxlde. 50233.2— 92

fonometry method for
determination of fluor content

OKCTY 1709
[aTa BBefeHus 01.07.93

HacToswwuii ctaHgapT pacnpocTpaHseTcss Ha NATUOKUCb HUMO6MA H
ycTaHaB/MBaeT WMOHOMETPUYECKWU MeTog onpefeneHnss MaccoBoi [0nn
topa ot 110 2 go 5* 10

MeTop ocHOBaH Ha M3MepeHun noTeHumana qropua-ceneKTuBHoON»
3/leKTpoja ¢ Memb6paHoii 13 gpTopuga NaHTaHa, aKTUBUPOBAHHOIO
OBYXBaJIEHTHbIM €BPOMUEM, OTHOCUTENIBHO X/I0pCepebpsiHOTO 3/1EKTPO-
na. amepeHve nNpoBOAAT B pacTBOpPE C BbICOKOW WMOHHOW CWAOW npu
pH = 5.0+0.5.

I. OBWWE TPEBOBAHUA

O6wwne Tpe6oBaHMA K MeTogy aHanm3a no FTOCT 183550.

2. AMNAPATYPA. PEAKTVBbI N PACTBOPbI

onekTtpoa TopHAKbIA Mapku 3F-VI no TY 6— 08— 487 unn aHa-
NIOTUYHBINA.

DNeKkTpog cpaBHEeHUs xnopcepebpsHbii no FOCT 16286 wan aHa-
NOTUYHBIN

MoHomep nabopatopHbin Tuna 3B-74 wnm BOAbLTMETP LuMcpoBoi
Tuna B7-23. unn aHanornyHbiii npubop.

.Mewanka marHutHa» tuna MM3M c marHutom noTY 25— 11- 834
NN aHanormyHas.

Namna nHdppakpacHaa 3-Cl.

Meub MmydpenbHaa c Tepmoperynatopom, obecneuyvsarollas Temne-
patypy narpena go 600 IT.

M3paHne odmumansHoe
1C WspatenbcTBO cTaHgapTos. 1092

Hactoawmii cTan™»;u M- MOXEeT BbITb MOSIHOCTBIO WM YaCTUYHO BOCMPOU3BENO»,
TUpaXKMpOBaH W pacnpocTpaHeH 6eT paspelwleHus [occTtaHgapta Poccum
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MnuTka anekTpuyeckas nabopaTopHas.

CTakaH 13 MofivMatTuieHa WAn BUHWUMNAcTa BMECTUMOCTbio 100 cm*.

Kniou anekTponMTuyecknini  u3 sboHuTa guameTtpom 10— 20 mm.
BbicoTON 100— 120 MM ¥ AuameTpoM BepxHero wryuepa 5— 7 Mm.

CTakaH CTeK/AHHbIA XMUMWUYECKNIA  BMECTUMOCTbIO 1000 cm3.
200 cm3 1 50 cm3.

MaHKM nNONW3TUNEHOBbIE C 3aBMHUYMBAKLWMUMUCA KpbIWKaMU BMe-
cTumocTbio 200 1 1000 cm3.

CTynkKa 13 opraHn4eckoro crekna

Kon6bl mepHble BMecTumocTbio 50. 100. 1000 cm3

Munetkn ¢ genenvamu Ha 1, 5 n 10 cm3.

dunbTpbl BymaxHble 06e3[0MeHHble «6enas neHTa».

Turnn HWKenesble WKW CTeknoyrnepogHole mapknm CY 2000 Bmec-
TUMOCTbIO 40 cm3.

Konb6bl droponnactosble BMeCTUMOCTb0 100 cm3.

Hatpuii dprtopucteii no NOC1 4233, BOAHbIA pacTBOP KOHLEHTpa-
uun 1SO r/igm3.

Hatpuun rngpookucb no NOCT 4328.

HaTtpwuii ykcycHOKuUcnblii 3 HogHbli no TOCT 199.

HaTpuii NMMOHHOKWCABIA Tpex3amelleHnblii no FTOCT 22280.

Hatpuit dtopucteiii no FOCT 4463. BbicylleHHbIA npu 105°C.

Kanuin xnopucteiii no TOCT 4234, HacbllleHHbI pacTBop.

Kucnorta ykcycHas Ho FT'OCT 61, nepaHas.

CnupT 3TWUNIOBbIN pPeKTUdMKoBaHHbIM HO TOCT J&300.

BydepHbili pactBop ¢ pH 45 H woHHOW  cwioit  okono 1,75
<BPOWC) «koHueHTpauuu 0,86 Monb/gM3 MO YKCYCHOW  KuUCNOTe,
1 monb/gM3 no xnopuctomy Hatputo, 0,45 Monb/gmM3 Mo yKCYCHOKUCO-
My HaTputo, 0.0116 monb/gM3 NO NMMOHHOKWCAOMY HaTpui, FOTOBAT
cnegywowum obpasom: 58,5 r xnopuctoro Hatpusi, 61.5 r yKCyCHOKuKC-
noro Hatpus, 3 I IMMOHHOKUC/IOFO HATpusi MOMeLalT B CTakaH BMe-

cTumocTbilo 1000 cm3, npunuBaoT 500 Cm3 Boapl, AobasnswT 50 cm3
YKCYCHOI KWUCNOTbl, pacTBOPSAOT MpW KOMHAaTHOW TemnepaType, nepe-
BOJAT B MepHyio Konby BmecTUMOCTbO 1000 cm3, [0BOAAT 4O METKM
BOAOW, MepemMeLunBaloT.

OcHoBHOI pacTtBOop hTopa (pacTtBop A), roTOBAT cregylwunm 06-
pa3om HaBecKy ¢TopucToro Hatpus maccoii 0,2210 r pacTBOpsSiOT B
BOAE, NepeBOAsAT B MepHyk Kosby BmecTumocTbio 1000 cmM3 poBoAsT
[0 MeTKU BOJOW, MepemMelunBaloT, 3aTeM nepenuBalT B MNONITUIEHO-
Bblli cocyd. PacTBop xpaHAT B MOMWITUIEHOBOM  cocyge He 6onee
30 pgHeil.

1cm3ocHOBHOrO pactsopa A cogepxut 0,1 mr dTopa.

Pabounii pactBop chtopa (pactBop b), rotoBaT cnegywowmm 06-
pa3oMm: 5 cmM3 OCHOBHOro pactBopa A nomeuialoT B MEPHYH  KOonby
BMeCcTMMOCTbI0O 50 cM3, JOBOAAT A0 MeTkM BOAOW, MNepeMeLunBaloT,
3aTeM nepenuBaloT B MOMUITUNEHOBLIV cocya.

| cm3 paboyero pacteopa b cogepxut 0,01 mr dtopa.
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Pa6ounii pactBop B roToBAT cneaywuwum obpasom: 5 cm3 pabo-
yero pacteopa b nomewiawT B MepHyl Konby BMeCTUMOCTbIO 50 rm9,
po6asnsawT 25 cm3 pacteopa BEPOWC, goBogAaT [0 MeTKM BOAONM, ne-
pemMeLluuBaoT.

| cm* pabouero pacteBopa B cogepxut 0,001 mr dptopa.

Pabouve pactBopbl B n B rotoBAT B AeHb ynoTpebneHus

3. NOAroTOBKA K AHANMN3Y

3.1 MpurotoBneHne o6pa3lo0B KOHTpPONsas B Buge

aTTecToBaHHbBIX cmecell

O6pasHbl KoHTpona (OK) B BuAe aTTecToBaHHbIX CMeceli UCMosb-
3yl0T 4719 NMPOBEPKM TOYHOCTU aHanm3a.

[onoBHOI o6pasel, kKoHTpona (OK-I) roToBsAT cnepywuwum obpa-
30M: M3 * -eKIPOJIHTMYECKOro HMobus c cogepxaHumem topa He-60-
nee 0.0i % Ho macce roToBSIT MATUOKHCb HWMOGMA. CTPYXKY HUOGUA
rnomelualT B MAATUHOBYIO YallKy H MpokanusalT B Mydese B Tede-
HMe 4 4 [0 MOCTOSIHHOW Macchl, MOCTENEeHHO MOoBbIWasa TemnepaTtypy
£o (850+50)°C. lMony4yeHHy NATUOKHCb HWOOUS TLLATesbHO nepe-
TupalT, 0T6Mpas COOTBETCTBYHOLME HABECKM W CMelumBas € qpTopu-
[OM Ha-TpHA B CTyMNKe M3 opraHumyeckoro crtekna. Cmecb TuWaTenbHO
nepetuMpalwT C 3TWUIOBbLIM CNUPTOM [0 NOMyYeHWs  KawwvueobpasHoii
Maccol. lNepemelunBaHne MpPoOBOAAT B TeYEHMe yaca, a 3aTem B Teye-
HWe yaca CMecb cyliaT nog UH(PaKpacHoW NamMnoii.

M3 ronoBHoro OK rotoBsiT pa6oune ob6pasuybl kKoHTpons (OK-1),
cMelunBas cooTBeTcTBylOlWMe 'HaBeckn OK-I' n NATMOKUCH  HUO6USA.
Pabouunii obpasey, KoHTponsa OK-2 roTOBAT CMELUMBAHMEM  HaBECOK
OK-I ¢ nuTuoKMcbl HMO6WUS.-

MaccoBasa pona dropuga HaTpus W MNATMOKUCH HUobus B 0b6pas-
Luax KOHTpons npveedeHa B Tabn. |

Ta6nuua |
CocTaB 06pa3sL0B KOHTPONA HATMOKUCK HUOGKSA
Meoca, veeeon f

R AR RS
- PE A Yo

OK-I" 100 9,779 0221 _ -

OK-1 020 10000 - 250 OK-I"

oK 2 006 7.500 - 2500 OKI

O6pasLbl KOHTPOJA XpaHAT B MOAUITUIEHOBLIX 6aHKax C 3aBUHUU-
BaloLWMMmuca Kpbllwkamu. CpoK xpaHeHusi— Ao 12 mec.
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3.2. MopgroTtoBKa 93nektTpoja K paboTe

Ha wTtatmee mMoHOMepa YKpennswT 6a4oK M3 OpraHnM4eckoro crek-
Na, COeAUMHEHHbI C paboynM 06bEMOM faTuuMKa 3NEeKTPOAUTUYECKUM
KNIOYOM. Bayok v 3aneKTPONMTUYECKNA KAKY 3amo/HAT HACbIWEHHbIM
pacTBOPOM X/IOPUCTOrO Kanusl, MOrpyxxarwT B 6a40K xnopcepebpsinbii
anekTpod. ®TOopHAHbLIH 3NeKTpoA W 3NEeKTPOAUTUYECKUI KoY rnomMe-
watwT B pabounit 06beEM AaTuMKa - *BMHUNNACTOBbLIA CTakaH, YCTaHOB-
NIEHHbI Ha CTOMMKE MarHWTHOl Mewanku. B cTakaH nomewatwr mar
HUT,-npununsatT 10 — 45 cm* pactBopa BPOWC. Cuctemy anem ponos
NpucoeiuHAIT K COOTBETCTBYWOWMUM rHe3gam MoHomepa (LucpoBoro
BOoNbTMeTpa). [loTeHuman TOPUAHOTO 3/eKTpoda LO/MKEH ycTaHaB-
NBaTbCA MNOCTOSAHHbLIM  4Yepe3 2— 3 MWH U JO/MKEH ObiTb He MeHee
200 mB. lMocne mnonyyeHMU MNOCTOSAHHOIO 3HA4YeHUA noTeHuuana mnpu-
CcTynatwT K MpoBefeHuI0 aHanunsa.

33. NocTpoeHne TpafgyupoBO4YHOTro rpaduka

B cTeknsaHHbIN cTakaH nomeuwaT 800— 1300 Mr ruapooOKWCKU Hat-
pusa, pgobasnawT 20 cm3 gucTunnvpoBaHHoi Bogdbl M 20 cm3 pacTBopa
XNOPUCTOro HaTpus. PacTBOp nNepeHoCAT B MepHyl Koiby BMecTu
MOCTblO 50 cm3, fOBOAAT [0 METKW, nepemMelunBaloT W nepenusalT B
NonnaTWNEHOBbIR cocyn. LenoyHoil pacTBop MCNoOAb3ylT AAM NocT-
poeHust rpafympoBOYHOro rpaduka,

B ueTblpe MepHble KOnbbl BMecTUMOCTbO 50 cm3 npuauB..l0T A0
25 cm3 pactBopa BPOWC, no 10 cm3 LWeno4yHOro pacrtsopa, 3atem
B nepsble ABe K0n6bl | cm5. 2,5 cm5 paboyero pactsopa B, a B ocTanb-
Hble 0,5 cv®, | cm3 pabouyero pactsopa dtopa b. Copepxumoe Konbé
[0BOJAT A0 MeTKV BOAOW, r.epemelliiHaloT. | cM5 nony4vyeHHbIX pacTBo-
poB cofepxut  2* 10~b; 5-10“®; 1 10-4; 2+ 10-4 wmr cpTopa. [Oanee
B MOJIyYeHHbIX pacTBopax W3MepslT noTeHuuasn anektpoga. W3mepe-
HWS HAYMHAalT C HaMMeHbLUel KOHLUeHTpauuu dropa.

Mo noflyYeHHbIM AaHHbIM CTPOAT rPajyvMpoBOYHbIA rpaduk, HaHo-
CA Ha ocu opAuHaT 3HayYeHus noTeHuuana 3NeKkTpoga B MWUIINBOJIb-
Tax, a Ha ocu abcumucc — oTpuuaTenbHbI norapudm  KOHLEeHTpaumu
tropa (pF pactBopa). 3HaueHvne pF ana pacteopa COCTaB/AT COOT-
BeTCTBEeHHO 5.98; 5.58; 5,28 un 4,98.

OTKNOHEHNe TOYeK rpafyupoBOYHOrO rpaduka OT npAMON  He
JO/MKHO npesBblwaTe =3 MB. KpyTu3Ha XapaKTepucTuKu 3nekTpoja
He Ao/KHa 6blTb MeHee 45 MB una eguHuuy pF. B cnyyae OTK/IOHEHUA
OT YKa3aHHOro 3HauyeHus 3NeKTPof 3aMeHSI0T.

[pagyvMpoBOYHbIA rpacdhuk CTPOAT C KaxAol cepueli npob.

4. MPOBEAEHVE AHATN3A

Haseckn npo6bbl maccoin 0,050— 0,100 r (B 3aBMCMMOCTM OT coAep-
XaHua Topa) NoMelalwT B HUKENeBble WAV CTEKI0YyrnepogHble TUr-
nn. pobasnsawT 0,5— 1,0 1 rMapooOKUCU HaTPUSA, BblAEPXKUBAOT B MYy-
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tenc npu 600°C H TeyeHne 5— 10 MuH A0 ogHopoAHOro nnasa. nas
oxnaxgalwT [0 KOMHaATHOW Temnepartypbl, npunusawT 20 cM* pacTso-
pa xnopucTtoro Hatpus, HarpesawT fo 50— 70°C. nepemelumBas Cco-
AepXumoe TUrns pToponnacToBOi nasoykol, npu 3tom cTop B BUAe
pacTBOpUMbIX (HTOPMAOB NEPEXoauT B PacTBOP, COELUHEHUN HUO6UA
BbiMajalT B 0CafoK B pe3ynbtate nuponusa. Cogepxumoe TuUrA
hunbTpyloT yepe3 unbTp «b6enas neHTa» B MOMMITUIEHOBYID 6GaHKy
C npeggapuTenbHbIM fob6assieHnemM Ha unbTp 5— 10 cM3 BoAbl C LEeNblo
UCK/TIOYEHNA cBOpayvMBaHUM (unbTpa OT KOHLEHTPUPOBAHHOIO LLEesou-
HOro pacteopa. ®unbTp MPOMbIBAOT ABa pas3a BOAOW, hunbTpar H Mpo-
MbIBHbIE BOAbl MEPEBOAAT B MeEpHYK Konby BMecTuMOCTbio 100 cm3
[0BOAAT BOAOW A0 MeTKW, MepemeluvBaloT, 3aTeM nepenvnBalT B MOAU-
3TWEHOBYI 6aHKy. B mepHyl konby BmecTumocTbio 50 cm3 3anusaroT
25 cm3 pactBopa BPOWC, 10 cm3 pactBopa npobbl, AOBOAAT BOAol
00 MeTkM U nepemewuBaloT. pH nonyyvyeHHoro pacteopa (5,0+0,5)
eivHuy B nonyyeHHoM pacTBope M3MepsAlT MoTeHuuan anekTpoja
no n. 3.3.

Maccosylo fono Topa HaxoAAT MO rpajyvupoBOYHOMY rpaduky.

5. OBPABOTKA PE3Y/IbTATOB

5.1. MaccoBytio gonw @rtopa () B nNpoueHTax BbIYUCNAKT MO
chopmyne

Yr A-WVVI9

roe A — KoHueHTpauus dTopa B aHa/M3upyeMoMm pacTBope, Halii-
[eHHasa no rpagyvpoBOYHOMY rpaduky, Mr-HoH/cm3;
V0- nepBoHaYaslbHbI 06BEM aHaNU3MpPyeMoro pacTBopa, Cbl*;
V, — BMeCTVMOCTb MepHOi Konbbl npu pasbasneHun aHannau-
pyemoro o6bema, cMm3;
19— artomHas macca dTopa;
T — macca HaBeckv aHanm3mpyemoi npobbl, Mr;
K*— 06bem anuKBOTHOIM 4acTu aHanu3upyemoro pacTtsopa, B3si-
Tblli A4Na onpefeneHns, cMm3.
3HayeHne A onpegenswT cnegywwyM o6pasom: No rpagynpoBouy-
HOMYy rpachuKy onpefenstoT 3HauyeHue pPF aHanusupyemoro pactsopa,
u3 3HaveHuih pF no Tabnuue norapnMoB HaXOAAT KOHLEHTpauuo
hTopa B MuAaurpaMmax Ha Ky6uueckuii caHTumeTp.
3a pesynbTar napanfie/lbHOro onpefeneHns MPUHUMaT pe3ylb-
TaT, NOJyYeHHbI M3 [BYX a/MKBOTHbIX yacTeli pacTBopa OAHONW Ha-
BECKM.
3a pe3ynbTar aHanuMsa MpuUHUMAalOT cpefHee apudmMeTnyeckoe pe-

3yNbTaToOB ABYX NapannefibHbiX OonpeAeneHuid, BbIMOHEHHbIX Ha ABYX
HaBeckax.
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5.2. PacxoxpgeHus wmexay [ABYMA pesynbTatamy  napasnnefibHbIX
onpejeneHvini n ABYMS pesynbTatamum aHanusa (pas3HocTb 60sblIero
N MEHbLUero) ¢ AoBepuUTeNbHOW BeposiTHOCTbI P— 0,95 He [0/XKHbI
npesblllaTh 3HAYEHWUI, yKa3aHHbIX H Tabn. 2,

Tabnuua 2

JonrcmMmcMoe pP»CcXCXKX«UK«. b

Maccwuun gonu tbTopa. V A»>X PblYyNnblflo s ABy*
IUpH.VK.ILUW »
onpeaenexHunii

pr*VABV*1ni»
nunnm

1.0-10-" 03»- 10» 0
2.0-10» 0.3-10 1 u
5.0.10 1 0*. 10 . 1
1.0-10» 0.2-10 ° 0
2.0-10 - 0.5 m10-" o
5.0+10-1 0.5-10 1 0

Jonyckaemble pacxoXAeHns NPOMEXYTOUYHbIX 3HAYEHU MaccoBbIX
noneii otopa  paccuMTbiBalOT METOAOM JIMHENHOW WHTepnonsauum.

6. KOHTPOJ/Ib TOYHOCTWU AHANTN3A

KOHTpPONIb TOYHOCTW aHanuM3a NPoBOASAT B KaxAol cepun aHanu-
3upyemMbix npo6 OpJHOBPEMEHHO C cepueil npo6 npoBOAAT aHanus3
obpasyoB ans koHtponsa OK 1 nan OK-2.

MonyyeHHble cogepxaHua hTopa B o6pasuax KOHTPONA He AOJSIXK-
Hbl OT/IMYATLCA OT aTTeCTOBAHHOIO COAEepXaHus cmeceli Gonee uyem
Ha 0,06% pna o6pasya OK-1 u Ha 0.012% pgna o6pasya OK 2.
B cnyyae npeBbllEHUS YKa3aHHbIX «MK.TOMEHNA aHanu3 cepun npobd
NoBTOPSIOT.
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