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FrOCYJAPCTBEHHDBIA CTAHIAPT POCCHACKOR SEIEPALUH

HHOBHUA NATHOKHCDH

JIlOMHHECUEHTHHA MeTOoA OnpeaeieHus MacCOBOR FocTtT P
poxn gocgopa

33.3—
Niobium pentoxide. Luminescent method for 002 92
determination of phosphorus content
OKCTY 1709
Jlata BBepenns 01.07.93

Hacrosamuii cranaapt pacnpocTpaHAeTcss Ha NATHOKHCH HHOGHA H
YCTaHABJMBAeT JIIOMHHECHEHTHbII METOX OnpeAeNeHHs MacCoBOH HOJn
docdopa B naTHokucH HHoOus ot 0,001 no 0,1%.

MeTon ocHOBaH Ha H3MEPEHHH B pacTBOPe HHTEHCHBHOCTH JIOMH-
HECUeHLUHH MNPOJAYKTa, NMOJYYEHHOr0o OKHCJeHHeM THamHHa docdhopHo-
moaub6aeHoBoKt retepononukucaorofi. Maccosyo poaio docdopa Ha-
X0onAaT MeToAOoM N0O4BOK.

1. OBUIHE TPEBOBAHHUA

O6iuse Tpe6oBaHHs K MeTOAy aHaiu3a — no I'OCT 18385.0.

2. ATINAPATYPA, PEAKTHBALI H PACTBOPHI

Cnekrpodayopumerp MPF-4 ¢upMu  «XuTauyus» ¢ KCerouoBoik

JaMNoi UJAH aHaJOTHYHHHN npHOOD.
Becol aHaJHUTHYECKHe.

Jaekrponeur MydeabHass C TepMOPEryasitopoM, obecneydBarolias
reMnepatypy Harpesa xo 800°C.

[InuTka 3nekTpHYeCKas.
Turau crekjovriepojHble, HHKeJN€Bble HJH HHbie, BbIAEPKHBAIIO-

e cnyaBJeHHe co liejJoyaMH npH rtemnepatype 600—700°C, smecTH-
MOCTBHIO oKoJI0 40 cMm3,

CtakaHpl KBaplUeBHe BMECTHMOCTbIO o0 cMm3.

Koa6n mepubie BmectuMocthio 50 v 100 cm? no 'OCT 1770,

Tlunetku ¢ mesieHHsIMH BMecTHMoOcThio 1, 2, 5 u 10 oM.
OuapTpul 6yMaXKHble 06€330JI€HHBIE «CHHASA JICHTA».

HU3taune oduunaabnoe
© H3patenncTBO cTaHAaptoB, 1992

Hacroamuft cTaHaapr He MoXeT ObiTh NOAHOCTBI0 MJAH YAaCTHYHO BOCNPOH3BEREH,
THpaXKHposaH H pacnpoctpaHeH Ge3 paspewenns Ioccranpmapra Poccuu
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Hartpus rugpookucey mo 'OCT 4328.

Hatpuit xsaopuctoii no I'OCT 4233, x.u., BOAHHA pacTBOpP KOHe
uenrpauuu 50 r/am3.

AMMouHii MoaubaedHoBokHcAbl no [OCT 3765, x.4u., ouHlLEeHHBIR
lepeKkpHcTaJMJn3allied U3 CIHPTOBOrO pacTBOpPa, BOAHBLIH pacTBOpP KOH-
uentpanuu 0,001 moan/am3.

Kucnora consnas no 'OCT 3118, paz6asaennas 1: 10.

Kucaora cepuas no I'OCT 4204, x.u.,, pasbasaensas 1:100.

Kanunit pochopHokucabiii ogHozamenledHnii mo I OCT 4198, x.yu.

Pactsop dochopa (ocHoBHOH), coaepxkamuii 1 mr/cm3: HaBecky
olHOo3aMelleHHoro ¢ochopHoKHcaoro KaJuaus Maccoir 0,439 r pacrtBo-
pAIOT B BojAe. PacTBop nepeBOAAT B MepHYIO KOJAOY BMECTHMOCTbIO
100 cm3, noBoAAT MO METKH BOJAOH M mnepeMellnBalT. PacTtBop xpa-
HAT B IOJH3THJIEHOBOH eMKOCTH. PacTBop npHroieH AJAs HMCNOJABL30-
BaHHs B TeyeHHe 12 Mec.

PactBop docthopa (pabouunit A), comepxawuit 0,1 Mkr/cM3, roro-
BAT NOCJeAOBaTeNbHbIM pa3baBiieHHeM OCHOBHOro pacreopa B 10000
pa3. PacTtBop npHroaeH AJs HCNOJIb30BAHHS B TE€YEHHE CYTOK.

PactBop dochopa (pabouuii b), conepxkauuit 0,01 mxr/cm?; 5 em?
paboyero pacTBopa A noMellalOT B MepHYIO K0JOy BMECTHMOCTBIO
50 cM?3, noBOAAT MO METKH BOJAOH H mepeMeluuBaloT. PactBop mnpuro-
NeH AJS HCIIOJb30BaHHS B TeYeHHE CYTOK.

Tuamuua 6pommua (BHTamHH B;), ¢dapmakoneiinsit pacrBop cC
koHuentpauuesi 0,06 r/am3. XpaHAT B X0N0AHJALHOM wWKady, rolen
1 mec.

Aueton oc.u 9—S5.

Hatpuit Terpa6opHokucauii no 'OCT 4199, pacrBop koHueHTpa-
uun 0,1 moan/am3.

bymara yHuBepcasbHass HHAHKATOpHad.

3. NIPOBEAEHHWE AHAJIU3A

3.1. PactBopeHHe npoOHh

Hasecky anaausupyemoin npo6bwel Maccod 0,1 r nomeinalOor B TH-
reJb H3 CTEKJOYrJaepoAa, no6aBJsIoT 2T THAPOOKHCH HAaTpPHA H CIJaB-
asioT B MybeanHo# neun npH 600—700°C mo nosyuyeHHS OLHOPOLAHOrQ
naaBa. THreJp ¢ MJIaBOM OXJaXXAalwT A0 KOMHATHOH TeMnepaTyphl,
npuauBawT 20—30 cM? pacTBOpa XJOPHCTOrO HAaTPHA H KHNATAT B
TeyeHHe 2-—3 MHH, MNepeMelluBas CoAepXHUMoe (PTOpOomIacToBOH mna-
JJOUKOM. 3aTeM THreJib C PacTBOPOM OXJaxXKJAaloT A0 KOMHAaTHOH TeM-
nepatypbl H QUIBTPYIOT COAEpPKHMOE B KBaplieBble CTaKaHbl, HCIOJb-

3y OYMa>XHbIil (PUJABTP «CHHAS JIEHTa».
Turear M ocamok Ha ¢uAbTpe ABa)xkKAwl npoMmbiBalor 10—15 cm?

pacTBOpa XJIOPHCTOro HaTpusa. PHABTPAT NepeBOAAT B MepHYIO KoJby
BMecTHMOCTHIO 100 cM?3, noBOAAT A0 METKH BOJOH, NMepeMellHBaloT H
cpa3dy OTOHpPalOT aJHKBOTHYIO YacTb (HJIbTpaTta o0beMOM 5 cMm?d,



roct P 50233.3—92 C. 3

nepeBoAsT ee B MepHyo koaby BMectuMocTbio 100 cm?®, pasbaBagiorT
ponoii no 50—60 cMm3, HelTpanH3YIOT coasHOM KHciaoTod mo pH 6—7,
HOBOOAT OO METKH H NnepeMellHBaloT.

B Tpu KBapueBnix cTakaHa BMecTHMOCTbIo D0 cM?® BBoasT mo 1 cM3
pacTBODa CEPHOM KHCJOTH H no 2 cM® pacrBopa npobnl, 3aTeM B JABA
CTakaHa BBOASiT pactBop ¢ochopa (pabourit) Tak, 4ToObl B OLHOM
H3 HUX KoJauuyecTBO ¢docdopa Obij0 nNpuUOJH3UTESbHO pPAaBHBIM, a4 B
ADYroM — MnpeBblIalOUleM B ABa pa3a NpeAnoJiaraeMmMoe colepKaHHE
docdopa B npobe. B kaxawiit crakan npuausaior no 0,0 cM® pacTBo-
pa Moaubgara amMmonus, 0,5 cM3. pacTBopa THaMHHA, 2 cM® aleTOHA,
2,5 cM?® pactBopa HaTpuHs TeTpabOpPHOKHCJOTO H BOAL 10 oOLuero
o6bema 10 cMm?.

[Toce npuOaBieHHs KaXAOrO0 H3 pPEaKTHBOB COJAepXKHMOEe CTaKa-
HOB OCTOPO’KHO INEepeMellHBAalOT BpallaTeJbHHIMH ABHXeHHaMH; pH
pacTBOpPOB, MOIATOTOBJIEHHBIX K H3MEpeHHIO (ayopecleHIHH, AO0JXKEeH
ObiTh 8—9 (KOHTpPOJIL IO YHHBepCaJbHOH MHAHKATODHOH Oymare).

OnHOBpEMEHHO C aHAaJH30M MpOOLl NPOBOASAT KOHTPOJBHBIH OMNBIT
Ha pPeaKTHBHI.

32. Bo3byXIleHHe H perHcTpaunHsg COeXTpPOB JaIl0-
MHHECIHeHI HH

[loaroTroBneHHble pacTBOPbLI IMOOYEPEAHO 3aJHBAlOT B KBapLEBYIO
KloBeTy BMecTHMOCTbI0 1 cm3, HaunHasg c Goabliefi noGasku. KBapite-
BYI0 KIOBETy mOMellaloT B KIOBeToJAepxKaTtesb CneKTpodJyopuMeTpa
MPF-4.

CrnekTp JIIOMHHECUEHIUHH BO30YyXKIAlOT H3JyUYeHHeM KCEHOHOBOM
JIJaMIIbl, HCNOAB3YSA AJHHY BOJHB JUHHH A=370 uM. CnekTp JIOMHHeC-
HeHUHH perHcTpHpyioT B ob6aactH 410-—460 HEM. Amax=430 uM.

Pexxum perucrpanun: meaun — 20/20, cBeropuaprtp — 350 M.

4. ObPABOTKA PE3YJIbTATOB

4.1. MaccoByio goaio ¢docpopa (X) B NpoueHTax BHIYHCAAIOT IO
dbopMyJie

X (op—t) m- V-V 4
(hc"—'"np) -m- Vs V,

rae hgp— BLICOTA NHKa MOJOCH JIIOMHHECUEHUHH AJA pacTBopa

npobnl, MM;

hyx — BbHICOTAa MNHKA MOJIOCH JIOMHHECUEHLUHMH IJs pacTBopa
KOHTPOJIBHOI'O OTMBITA, MM;

m; — Macca pob6aBku docdopa, MKT;

Vi — BMeCcTHMOCTb MepHOH KOJAGH MepBOro pacTBOpa aHaJH-
3UPYeMOH npobnl, cM3;

Vo — BMecTHMOCTL MepHOH KOJIOBI, B3STOH AJs1 pa3BeleHHS
pacTBOpa aHaJH3HPpyeMO# npolul, cm3;
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he — BBICOTA MNHKA MOJOCH JIOMHHECUEHUHMH [Js pacTBOpa
aHaJU3HpyeMOH nMpobul ¢ 106aBKOH, MM;

m — Macca HaBecKH aHaJIH3HPyeMOH npoOHl, T;

Vi — 06beM aJHKBOTHOII 4YacTH NepBOTrO PAaCTBOPA aHAJH3H-
pyeMo# npoObl, B3ATOH AJA pa3BeldeHHS, CM3;

Vi — 06beM aJHKBOTHOH 4acTH pacTBOpa Mpobbl, B3ATONH AJS
H3MepeHHUs JIOMHHeCUeHUHH, CM®.

3a pe3yabpTaT aHaJaH3a NMPHHHMAIOT cpeaHee apHdMeTHYecKOoe 3HA-
QeHWE DeIYALTATOR ABYX NAPANNCALULIX OUPRASNRHUH,

4.2. Pacxoxaenus mMexAy AByM§ pe3v/bTaTaMH napajebHbIX OIl-
pejleleHHI U ABYMs pesyJbTaTaMH aHaJu3a (pasHocTb OoJablliero H
MeHblliero) ¢ nosepuTeabHON BepositHOCTbio P=10,95 He nouaxuHb npe-
BbILIATL 3HAUYEeHUH, yKa3aHHbLIX B TabJHle.

Honyckaemoe pacxoxieHue. %

|
Maccosasn aoas docodopa. 9%

ABYX pe3ygabTaTOB Napan- ABYX pe3yabLTaTon
NeNbHbIX olnpeldesenHid aHanusa
0.0010 0,0C05 0,0007
0,005 0,002 0,003
0,010 0,003 0,004
0,020 0,004 0,006
0,060 0,007 0,010
0.100 0,014 0,020

IlonyckaeMble pacXoXKAE€HHsT NPOMEXKYTOUHbIX 3HAYEHHH MacCCOBBIX

nogeit dbocopa pacCYHTHBAIOT METOAOM JIHHEAHOH HHTEDPIOJISLHH.
4.3. KoHTpO/Ib TOYHOCTH aHaJH3a NPOBOAAT METOAOM JN00aBOK IO

OCT 25086.
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UHOPOPMALHOHHDBIE JAHHDIE

1. PABPABOTAH U BHECEH TocynapcTrBeHHbIM Hay4YHO-HCCJENO-

BATEJNbCKUM H NPOEKTHbBIM HHCTUTYTOM PEAKOMETAJJHYECKOH NpO-
MbIIIJEHHOCTH

PA3SPABOTYHHUKH
JI. 1. Ulrenke, A. B. AHTOHOB

2. YTBEP)XIEH U BBEIEH B AEHUCTBHUE IocranosaeHuem
l'occrannapra Poccuy ot 03.09.92 Ne 1097

3. Cpok nepsoit nposepku — 1998 r.
IlepHOAHYHOCTD NPOBEPKH — O JET

4. BBEAEH BNNEPBDIE

5. CCbIJIOYHbIE HOPMATHUBHO-TEXHHUYECKUWE JOKYMEH-
Thbl

Q6o3navyedue HTI, Ha noToOpbii |
naHa CChiaKa Hosmep pasnaena

IOCT 1770—74
I'OCT 3118—77
IOCT 3765—78
I'OCT 4198—75
I'OCT 4199—76
I'OCT 4204—77
I'OCT 4233—77
I'OCT 4328—77

['OCT 18385.0—89
[OCT 25086—87
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