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FrOCYJIAPCTBEHHB A CTAHAAPT COIO3A CCP
A

BOJIb®PAM
rocCTt

14339.3—91

Meroabt onpepeaenns copepxanna docdopa

Tungsten. Methods for determination of phosphorus

OKCTY 1709

Jdara BBejgenusa 01.01.93

Hacroauiiit crapgaprt ycraHaBaubaeT (DOTOMETPHYECKHE METOAHI
onpeaesieHust cogepxKauus gochopa (npu mMaccoBou jgoJe docdopa ot
0,0002 1o 0,015 %) B MeTannuyeckoM BoJbdpaMe, OKCHIe BOJbhpaMa,
BOJB(PaMOBOIl KHCJOTE, NapaBoJbpaMaTre aMMOHHUSA.

1. OBIUME TPEBOBAHUS

OOwue tpeboBaHHus K MeTolaM ananausa no 'OCT 29103.

2. METOA C NTPUMEHEHHUEM KCHJEHOJOBOIoO OPAH)XEBOIO
(npu maccoBoii pone gochopa or 0,0002 xo 0,01 %)

21.CymwlHOCTDL METO/]a

MeTtoyn ocHOoBaH Ha 06pa3oBaHUM KOMILJIEKCHOIO coelHHeHHS doc-
(hOpHOMOMHOIEHOBON TreTepPONOJHKHCIOTLH ¢ KCHJEHOJNOBBIM OpaHXKe-
BBIM. KpeMnuii it MHUbAK KOMIJEKCHOTO COEJUHEHHS C KCHIACHOJIOBLIM
ODaHXXEBLIM B 3THX YCJOBHAX He 00pasyior.

22.CpeacrBa U3MepeHUH, BCIIOMOTraTeJbHBE yCT-
poHCcTBA, pPEeaKTHUBB H MaTepHaJbl

Becwn anaautnueckue mwoboro THa, NO3BOJAIOIIHE B3BEIUHBATL C
norpemrHocTbio He 6oJee 0,0002 r.

Mydennnas neup, obecneunBarwiias Harpes g0 600—650 °C.

DOTO3/IEKTPOKOJIOPHMETDP MK crieKTpodoToMeTp J0G0Oro THMA.

Aaexrporautka 6eitoBas no TOCT 14919.

H3ganue opuumnaabHoe
Hacrosmui cranaapr He MoXeT GblTh MOAHOCTBIO HJAM YACTHYHO BOCMPOUIBEREH,
THPAXHPOBAH H pacnpocTpaHeH 6e3 paspewennn Foccraupapra CCCP
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AMMornit MonubaenoBokucani no F'OCT 3765, nepekpucrasinzo-
BaHHBLIA pacTBOp ¢ MaccoBoi godaeit 10 %.

70 r coau pactBopsitor B 400 cM?® ropsiveit BoAbl ¥ OTPHALTDPOBHIBA-
JoT yepes3 nJaoTHHE PuAbTp. K pacrBopy gobaBasior 250 cM® stujO-
BOro CnHpra (pexkTHdHuKaTa), OCTABJAKT Ha | YU OTCTaHBAaTbLCH,
3aTeM KPHCTaJUIbl OTCachbiBalOT Ha BOPOHKe DloxHepa, NpoMHIBaIOT He-
CKOJIbBKO pa3 BOAOH CO CIIHPTOM H BLICYUIMBAIOT Ha BO3AYXe.

AMmMonuit gocdopHorucabii ABy3amemeHunlil no TOCT 3772.

CragaapTHbIE PACTBOPHI

PacrBop A: 0,4260 r ¢ochopHOKHCJIOTO ABY3aMEILIEHHOTO aMMOHHS
pacTBOpPAIOT B BOJAE, IMEPEHOCAT B MEPHYIO KOoal0y BMECTHMOCTBLIO
000 cM°, pa3baBagiOT BOAOIH 10 METKH H II€PEMEIIUBAIOT.

1 cM® pactBopa A coapepxur 0,0002 r ¢pocdopa.

PacrBop B: roroBst pasbasiennem | cMm® pacrsopa A Boxoil B
MEepHOH K0Ja6e BMecTHMOCThIO 100 cm?,

1 cM® pactBopa b coxepxur 0,000002 r pocdopa.

Kamnusi ruIpoKcua, pacTBop ¢ maccosoil goaeit 3 u 10 9%.

Kanpunii asornoxucaniii no 'OCT 4142, 12 % -uu1it pacTBop.

Kucaora azotrHast no TOCT 4461, pas6asaennas 1:1.

Kucanora ¢ropucrosoaopoauas no [OCT 10484.

KcHieHOJIOBBIH OpaHKeBbLIH, pacTBop ¢ MaccoBoi jaoned 0,1 %
rOTOBAT He MeHnee yeM 3a 10 4 70 HCHOJL30BAaHUg H NIPOBEPHAIOT HA
[IPHTOJHOCTL K peakKluu obGpasoBaHuss KoMmnJjekca ¢ (hochopHOMOIUOG-
AeHoBOH retepokucyorToi: B 10 cm® aneroma jpobasasior 0,1 cm®
(3—4 KansM) pacTBopa KCHJIEHOJOBOI'O OPAaHXKEBOrO C MacCOBOH 10-
Jgein 0,1 %. Ecam pactBop ocTaercs 6eClBETHHIM HJH HUMEETCH CJia-
00-p030BOe OKpalluBaHHE — DEaKTHB NIPUHroJexd AJd aHaJju3a, eclu
}Ke oKpacka (uHoJIeTOBasl, pPeEakKTHB KoMIlJlekca ¢ dochopHOMOoaubae-
HOBOMH IeTepPOITOJUKUCAOTON He obpasyer.

23.IlpaoBeneHue aHaauaa

2.3.1. B 3aBucumocTH ot MaccoBo#l 10au dochopa 6epyT HABECKU B
COOTBETCTBUU ¢ TabJa. 1.

Tabauna 1§

Maccosast aonf docdopa, % Macca HauoCKH, T
Or 0,0002 no 0,0008 BKJIOU. 1,0
Cs. 0,0008 » 0,0015 » 0,5
» 00,0015 » 0,004 » 0,2
» 0004 » 001 S 0,1
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2.3.2. HaBeckn mnapaBoJsbdpamMara aMMOHHS, BOJIbpaMOBOH KHC-
JIOTBI H MeTaJI/IMYECKOro BoJibPpaMa, nepeBedeHHOro B OKCHJA BOJib-
¢pama npoxkanuBaHHem npu 600—650 °C, noMeuniaioT B CTakaH BMec-
THMOCTbIO 200—250 cMm®, nobasasiior 20 cM® pacrtBopa THAPOOKCHIAA
KaJiug ¢ maccosoll posei 10 % u pacTBOPAIOT HA IEKTPOIJIUTKE [0
MOJHOTO PacTBOpeHHs obpasia.

Ilpu ananuse MeTaaJHuYeCKOro BOJb(ppaMa HaBecKH obOpasna (CM.
TabJ. 1) ponyckaerca pacTBOpATb B CMECH (QTOPHCTOBOAOPOLHOH H
a3oTHoi kucaoT (l:1). I[Toayuennnie pacTBOPHI BHINApUBAKT AOCYXa
Ha 3aKPBITOH IJHTKe HJH necuanoil 6aHe, aobasuasioTr 10 cM® BoAbl H
BHOBb BHIITAPDUBAIOT AOcyXa. 3areM pgobasJusiioT 20 cM® pactBopa FHI-
poKcHaa KaJuHusa ¢ maccosoii poJgaei 10 Y% u HarpeBaloT A0 NOJHOIO
pacTBopenus ocaaka. llocsae oxJaaxiaeHusa 10 KOMHATHOH TeMOEpaTty-
P pacTBOpH paszbaBasior Boaoil o 100 cM?, no6aBasoT 3 cM® pacTso-
pPa a30THOKHCJOro KaJablHs ¢ MaccoBoi aoJgeil 12 % u ocTaBasAIOT HA
45 muH. 3artem A00aBasaior 1 ¢M® a30THOKHUCJ/IOTO KaJabUHg U OCTaBJis-
0T Ha 10 MHH. JlaJsee pacTBopnl (QUABTPYIOT Yepes JABOUHON (PUIALID
«CHHAS JCHTA» H NPOMLIBAIOT 8—10 pas pacrBOPOM THAPOKCHAA KAa-
aus ¢ maccoBoit goJgeii 3 %. Ocanok "Ha duabtpe pacrBopsiior 10 cm’
ropader a30THOH KHcJaoThl (1:1). PacTBopel KOJHUECTBEHHO MEPEHO-
cAT B MCpHYIO KOOy BMectuMocTbio 100 ¢M®, pa3baBisiioT AHCTUJLIH-
poBanHoi Bojaoi po 80 c¢m? pobasasior 10 cMm?® pacTBOpa MOJAUOACHO-
BOKHCJIOTO aMMOHHA ¢ MaccoBolt nogeft 10 % u ocTaBiafOT pacTBOp HA
10 Mun. 3ateM NHUIETKOI BBOASIT B KOJOY O ¢M® pacTBOpa KCHJAEHOJIO-
BOTO OpaHkeBoro ¢ maccosoil poJaeit 0,1 %, AmoaHBalOT A0 METKH BO-
JOH B IlepeMelnuBanT, PacTtBopnl ocTaBasAlOT Ha 45 MHH AJsa 00paso-
BaHusi YCTOMYUBOTO KoMnaexkcHoro coepusenusi. [lo ucrtedenum yka-
3aHHOIQ BPEMEHH OITHYECKVIO MJOTHOCTb OKPALIEHHOI'0 pacTBOpa H3-
MEPAIT Ha (POTOIJNEKTPOKOJOPUMETPE, C 3€JeHbIM CBETOPHJIbTPOM
(ZnuHa BoJHBL 040 HM) B KIOBeTe ¢ TOJILIHHOH IOIVIOLLAIOUIEro CBET
caog o0 MM. B KauectBe pacTBOpa cpaBHEHUSs NPH H3MEPEHHH ONTHYe-
CKOfi TJIOTHOCTH HMCNOJL3VIOT PACcTBOP KOHTPOJAbLHOro onuita. OAHO-
BPEMEHHO NPOBOAAT TPH KOHTPOJbHBLIX ONBITA HA ONpeeJeHHe COolLep-
J)KaHus docopa B peaktuBax. PacrtBop co cpeaHUM 3HAYEHHEM OINTH:
YeCKOH MJIOTHOCTH HCHOJBb3YIOT B KaYeCTBE pacTBOpa CpaBHEHHSI.

CoaepxKaHve dochopa HaXOAAT MO FPALyHPOBOUYHOMY TPaPUKY.

2.3.3. Jna nocTpoeHuss TpaayHpPOBOUHOTO rpaduka B MEPHYIO KOJI-
Oy BMectuMocTbiO 100 cM® mpuausaior or 0,5 1o 5 ¢cM? (¢ HHTEpBAJIOM
0,0 ¢M?®) cTaHAapTHOro pacTBopa ABy3aMelleHHOro (HhochOpHOKHCAOTO
aMMoOHHs1 (pacTBop D), npuausaior 10 ¢Mm® azotnoi kucaorum (1:1) u
JOJHBAIOT JUCTUJIMPOBAHHOK BOAOH npuMepyo 10 80 cm”.

3areM K pacTBopy pobapasior 10 cM? pacTBOpa MOJHOAE€HOBOKHCJIO-
ro aMMOHHg ¢ MaccoBod JgoJteii 10 % u ocrasaswor Ha 10 MHH Auas
pPa3BUTHA OKpacKku obpasylouleics reTeponosHkucaorn. llocae 3Tto-
ro NUNeTKoW A00aBJsIOT O CM° pacTBOPa KCHJIEHOJOBOIO OPaHXKEeBOro
¢ Maccosol Aoqeit 0,1 % u gonuBaioT g0 MeTKH Bojod. [Ilosygyenuwiid

0
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pPacTBOp MNEPCMELIHBAIT H OCTABJAAIOT HA 40 MHUH AJid 00pa30BaHHUA yC-
TOHUUBOI'O OKPAUIEHHOTO KOMIJIEKCHOrO coeauHeHHus. Ilo HcreueHHH
VKa3aHHOUO BPEMCHHU U3MEPSIOT ONTHYECKVYIO IMJAOTHOCTb OKPAalIeHHOIo
pacTBopa Ha (POTO3JIEKTPOKOJOPUMETPe ¢ 3e/JIeHBIM CBeTOOHIBTPOM
(ZjarHa BOJHBI 540 HM) B KIOBETe C TOJLIMHON NOrJOAIOWero CBeT
caosi o0 mMMm. B KauectBe pacTBOpa CpaBHEHHUS NPH HAMEDPEHHU ONTH-
HeChOH IIJIOTHOCTH HCIIOJIB3YIOT PACTBOP KOHTPOJBLHOIO ONBITA CO CPEJ -
HUM 3Ha4Y€HHEM ONTHYECKOH IJIOTHOCTH U3 TpEeX napanlieJbHbIX OIibl-
TOB. [lo HauJeHHbIM 3HAYEHUSIM OITHUYECKHX IMJIOTHOCTEH PacTBOPOB

II COOTBETCTBVIOILHM MM hOHIeHTpaunam dochopa CTPOAT T'PajgyUPoO-
BOYHbLIH Trpaduk.

24.06paboTrka pe3yabTaToOB
2.4.1. MaccoBywo noaio ¢ocdopa (X) B npoueHTax BHIYHCJASIOT 110
bopmy.Je

m - 100
X= |
iy
rae m -— macca (pocdopa B pacrBope npobol, HaHAeHHAd 1O TpaLyH-
pOBOUHOMY TpadUKY, T;

My — Macca HaBecCKH, T.

2.4.2. AGCOJIIOTHBIE HONyCKaeMble PacxoXKJICHHS pe3yabTaToB Tpex
MapajIeJbHbIX onpefeseHdi Npu AoBepUTebHOR BeposiTHoCcTH P =0,95
He JOJRKIILE NIPeBLILATL BeJHUHH, NPHBEAEeHHbIX B TabJl. 2.

I~2

Tadbauya

Ma cosast no-a jozdora, VOLU THOTELIC 10 1YCKACMB € DACXOA_C UA, Y

Ot 00,0002 po 0,001 skawuy ' 0,00008
Cs. 0,001 » 0,003 » 0,0004
» 0,003 » 0,01 » 0,0008

3. METO C NPUMEHEHUEM ACKOPBHUHOBOM KHUCJIOTBI
H KAJUA CYPBDMAHOBUHHOKHUCJOTIO
{(npu maccosoi jgoae ¢pocdopa or 0,0005 no 0,015 9%)

3.1.CymLHOCTh METO/]a

Mertoa ocHOBau Ha o6pa3oBaHHH POCPOPHOMONUOAECHOBOH reTepo-
MOJKKHACJOTBI H BOCCTAHOBJIEHHUSA €€ aCKOPOUHOBOH KHUCJIOTOH B MPUCYT-
CTBHH AHTHMOHWJITApTpaTa KaJjaust [ocjie oTiaeneHus ¢ochopa ot
BOJIbPpamMa Ha THAPOKCHIe OePHIJHS.

32. CpeacrBa H3MepeHHH, BCHOMOTATEJbHDIES
VCTPOUCTBA, PCakTHBL H MaTepHaJbl

Mounomep yHuBepcaabublii Tuna dB-74.

Kucgora cepras no 'OCT 4204, pasbassaennas 1:4.

Kucanora congunasg no F'OCT 3118, pasz6asiennas 1:1.
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Tpunon b KOMIJeKCOH, ABYHaTpHEeBass COJIb 3THJAECHIHAMHHTETP a-
ykeycHoit  kucaoTel no T'OCT 10652 ¢ maccoBoi poaeit 100 r/am?; ro-
TOBAT NPH HarpeBaHHUH.

bepuanufi cepHokucaniid, 1 AM° pactBopa coaepxuT 1 r 6epuanius.
PacrBopsior 19,60 r conmu B 1 aM® Boxwl.

Ammuak Boaunii no FOCT 3760.

[IpombiBHas KkuAKocTh: ¥k 500 cm® Boabl mpuauBalor 30 cM® pacr-
Bopa TpusioHa b (100 r/am?), 15 cM® amMmuaka u paszbaBjasior no0
600 c¢m® Boapoi. AMmonuit 6pomucteiil no 'OCT 19275.

Kucaora xJopHas, nuaotHocthio 1,32, pa3bapaenHas 1:1.

AMMmonuii Moaubaenosokucanii no 'OCT 3765, nepexpHcTaAIH30-
BaHHBIH (cM. m. 2.2).

Peakunonnas cmecb: 1,74 r M0anOAEHOBOKHCJAOIO aMMOHHUS PaACT-
popsoT B 100 ¢M Boabl, npubaasior 21 cM® CepHOIT KHCAOTHE, OXJaXK-
JaioT U JOJUBAaXT 10 200 cM® BOIOH.

Kucaora ackopbuHoBasi, pactBOp KonueHTpauuen 20 r/am®,

Kanuig cyppMsAHOBHHHOKHCJBIH (aHTHMOHUJATAPTPAT KaJus), pacr-
BOP KOHUEHTpalHeHh 3 r/am°.

HMuankaropHas 6yMara «KOHIo».

A TakXe CpeACTBa u3MepeHUH, BCIOMOraTeJibHbie YCTPOHCTBa, pe-
AKTHBBI U MaTepHaJbl, npHUBeJCHHBIE B 1. 2.2.

33.1loarotroBka npob® Kk aHaJAH3Yy

B 3aBucuMocTH OT maccoBoH jgo0JH ¢dochopa 6epyT HaBeCKH B CO-
OTBETCTBHH ¢ TabJ. 3.

Tabauuna 3

Maccozas norsu ¢ocdona, % | Macca rdaneckMy, |

- i . il

Or 0,0005 mo 0,004 BK.JIOVY,
0,0007 » 0,005 » i
0001 » 0,007 »
0002 » 0,015 » |

¥

¥
cCocD
— N0

L2

3.3.1. Metananueckuil BoAbMPAM PacTBOPSIOT NPH HArpeBaHHM B
NJATHHOBOK YalllKe B CMeCH O cM® (PTOPHCTOBOAOPOAHOH U ] CM® a30T-
Holi KUcJOT. PacTBop ymapuBaloT aocyxa, NpHJAMBAOT D ¢M® BOABI H
CHOBa ynapuBawT apocyxa. Ilpuausaior 10 cM® pacTBOpa eakoro kKa-
JHsT ¥ pACTBOPAIOT OpH HarpeBanuH. CoJepKHMOe HYallKH NepeHOCAT
B CTaKaH.

3.3.2. IlapaBosbppamar aMMOHHSI, BOJb(PPaMOBYIO KHCJOTY mepe-
BOAAT B OKCHA BoJIbdpaMa nponajuBanueM Npu Temneparype 600—
—650 °C,

3.3.3. HaBecky oxkcuna BoabdppaMa pacTBOPAIOT NPH HarpeBanku B
10 ¢cM® pacTBOpa eaKoOro Kamaus.

34.IlpoBellenne aHaau3sa

[losyuenHble llleJIOYHBIE PACTBOPH HEHTPaJH3YIOT IO HHAHKATOP-

7
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HOi Gymare «koHro» (pH 5) cepuoit xucaoroin (1:4). llpuausaror
75 cM?® pactBopa TpHJoHa B, 8 cM® pacTBopa cepHOKHCJIOro Oepu-
Jug u Kunarar 2—3 muu. B ropauuii pactsop o6pemMom 100—120 cm?
IpHAuBalOT  pactBop ammuaka g0 pH 9,0—10 u cHOBa KHUISTAT
2-—3 MHH. PacTBop 0OXJaxkAaT B NPOTOYHOA BOAe U OTHUABTPOBLIBA-
10T OCAA0K Ha QUALTP CpeAHEeH NJAOTHOCTH,.

OuaptTp ¢ ocagkoMm npoMbiBalT 8—10 pa3 npoMBEIBHOH XKHAKOCTBIO.

Ocanok Ha ¢uastpe pacrBopsioT B 30 cM?® consiHOfl KUCJIOTH (1:1).

OunbrpaTt cobuparwr B cTrakan sMecTuMocTblo 50 cm®*, npubasJs-
10T 3 cM® XJOopHOoH KucaoThl (1:1) u ymapuBaloT pacTBOp A0 BHAEJE-
HUsl OOUJIbHLIX MapoB XJOPHOH KHCJAOTH. COMU pacTBOPAIOT NpPH HAr-
peBauuu B 20 cM® Boabnl. Pactsop mepesHBalOT B MEPHYIO K0JOy BMec-
THMOCTbI0 50 cm® (ecau pacTBOp ¢ 0CaAKOM, TO ero (PUJbTPYIOT), MPHU-
JUB2IOT 2,0 ¢M? peakKUHOHHOH cMecH, O ¢cM® acKOpOHHOBOH KHCJOTHI H
0,0 ¢cMm® pacTBopa aHTHMOHUATApTpata kxanaud. [locjae mNpHIAUBaHUMA
KaxIoro peakTuBa PacTBOP IE€PEMEIIHBAIOT.

Onrtuyeckyio NJAOTHOCTb pacTBopa H3MepsitoT yepes3 10 mun Ha
crnextpodorovMerpe (AJHHA BOJHB 825 HM) HJAH (OTO3JEKTPOKOJOPHU-
MeTpe ¢ KPACHLIM cBeTO(UAbTpOM (AJHHA BOJIHE 700 HM) B KiOBeTe C
TOJIUHUHOK norJouanuero ceget cios 50 MM.

B KagecTBe pacTBOpa CPaBHEHUs HUCIIONB3YIOT PACTBOP KOHTPOJBHO-
'O OIIBITA CO CPEJHHM 3HAUYCHHEM OITHYECKOM IIJIOTHOCTH H3 TpeXx Ia-
PasieJdbHLIX PE3yAbTaTOB Ha cojAeprxanue dpochopa B peakTunax.

3.b. [locTpoende rpailyupoOBOUYHOrorpaduka

B crakapn BmectuMocThio 50 cm?® orbupaltor or 1 mo 10 cMm® craH-
AapTHoro pacrtsopa ¢ocdopa b, npuausarT 3 ¢cM® pacTBopa XJOPHOH
kucyaoTel (1:1). PacTtBop BbimapuBaioT [0 OOUJBHBIX I1apOB XJOP-
HOfi KUCJOTHI. B oXJlaxKaeHHbIHl pacTBOp NPHAHBAIOT 20 ¢M® H nmepeHo-
CAT pacTBOp B MEPHYIO KoJOy BMecTUMOCTBIO 50 cM®, NpHJIHBAIOT
2,0 CM® peakUMOHHOH CMeCH, O CM® pacTBQpa acKOPOHHOBOH KHCJOTH
u 0,0 cM® aHTHMOHMATAPTPATA KaJHs M [aJjiee HOCTyNamT, KaK yKasa-
HO B MPOBCACHHUHU aHaJMU3a II. 3.4.

3.6,O6paboTKka pe3yJbTaToOB

3.6.1. Maccosyw ponw docdopa (X,) B nNpoueHTax BHIUHCAAIOT MO
dhopmyJe

1 -100
Xy= m ’
1
rie m -—— Mmacca ¢ocdopa, HalJAeHHast [0 TpPaAyHpOBOYHOMY rpadii-
Ky, T
m, — Macca HaBeckd o0pasua, r.

* Ecam cogepikanHe Mbplulbsika B Npobe IpeBblliaeT B ABa pasa CoAepKaHHe
docdopa, 1o nocje pacTBOPeHHA THUAPOKcHAA OepHJJIHA B COJNSHOKHCIAYIO CPEAyY
Aob6asasmor 0,1 r OpoMHCTOro aMMOHHS M ynapuBaioT xocyxa. CHoBa mnpuHOaBJsioOT

10 cM3  coasHoi xucaoTw naotHocTho 1,19 r/emd u 0,1 r GPpOMHCTOrO aMMOHHA H
yIIapHUBAIOT JoCyXa.

8
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3.6.2. PacxoxpaeHue pe3y/ibTaToB MapaJelbHbBIX ONpeAeseHHH NpU

nopepuTenbHol BepoATHOCTH P=0,95 He noMKHO mnpeBLimiaTh 3HaYe-
HHA, NIpUBeJeHHOro B TabdJa. 4.

Tabauna 4

Maccosast n10ist ¢oectopa, % AGCOTIOTHLIC AoilYcKaeMibie pacxo.xpenns, %

ubin vl Vg S Pl I

Or 0,0005 mo 0,001 BKmIOW.

- i

il

0,0002
Cs. 0,001 » 0,002 » 0,0004
» 0,002 » 0,005 » 0,0005
» 0,006 » 0015 > 0,001
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