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rocygoAPCTBEHW bIN CTAHAOAPT COK3A CCP

BO/Ib®PAM
MeTogp! onpefieneHuns cogepxanus gochopa rocr
Tungsten. Methods for determination of phosphorus 14339.3-91

OKCTY 1709
[arta BeegeHna 01.01.93

HacToawwin ctaHfapT — ycTaHaB/iMBaeT ()OTOMETPUYECKME METOAbI
onpeAeneHns cogepxaHus gocgopa (Npyu MaccoBoit fone gocpopa oT
0.0002 go 0,015 %) B MmeTanAM4eckoM BoO/bpame, OKCMAE BOMbGpama,
BO/b()PaMOBOIi KUCNOTe, NapaBo/ibpamaTe aMMOHNS.

1. ObWWVE TPEBOBAHWA

Obwwme TpeboBaHUA K MeTogaM aHanusza no FOCT 29103.

2. METOJ C MPUMEHEHMEM KCUNEHO/IOBOIO OPAH>XXEBOI'O
(npwn maccoBoii gone docgopa ot 0.0002 go 0,01 %)

2.1. CywHocTb MeToOAa

MeTog OCHOBaH Ha 06pa3oBaHWMM KOMMNEKCHOIO COefMHEHWS (oc-
(hOpHOMONNBLEHOBO  TeTEPONOMNKNCAOTbI C KCU/IEHONIOBbIM  OpaHXe-
BbIM. KpeMHWIA 1 MbILLbAK KOMMAEKCHOTO COEANHEHUSA C KCUMEHOMOBLIM
OpaHXeBbIM B 3TWUX YC/OBUAX He 06pasytoT.

22. Cpepcrtea H3MEpPpPpHKW BCNOMOraTtefibHble YyCT-
poiicTBa, peakKTWBbLI W MaTepuanbl

Becbl aHanuTuyeckve n6Oro TMna, NO3BONSAIOLME B3BELIMBATL C
NorpeLIHocTbio He 6onee 0,0002 T.

MyenbHas nedb, obecneymBatoias Harpes o G00—650 "C.

d0T031eKTPOKONOPHMETP WM CNEKTPOGOTOMETP NH6Oro Tuna.

AnekTponnnTka 6biToBas no 1'OCT 14919.

V3paHve oduupansHoe
HacToawmidi cTaHAapT He MOXeT OblTb  MOMHOCTBIO  WAM YaCTUYHO BOCMPOM3BEAEM
TUPaXMpPOBaH ¥ pacnpocTpaHeH 6e3 pa3spelueHns occtaHgapta CCCP
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AMMOHWIA Monn6aeHOBOKMCAbIM no TOCT 3765, nepekpucTaninso-
BaHHbIA pacTBOp ¢ mMaccoBoit goneii 10 %.

70 r conn pacTeopstoT B 400 cm1 ropsveidi BoAbl U OT(MALTPOBbLIBA-
10T uyepe3 NNoTHbIA unbTp. K pacTBopy Aob6asnstoT 250 cm3 aTuno-
BOro cnupTa (pekTudgumkaTa), OCTaBAsSKOT Ha 14 OTCTaMBarhbCsA,
3aTeEM KpWCTanibl 0TCACbIBAtOT Ma BOPOHKE BroXHepa, MPOMbIBAIOT He-
CKO/NIbKO pa3 BOJOM CO CMMPTOM W BbICYLUMBAKOT Ma BO3AYXe.

AMMOHMIA (POCHOPHOKMCABIV ABY3aMeLleHHbI Ho TOCT 3772.

CraHpapTHble pacTBOpbI

PactBop A: 0,4260 r hoChOPHOKMCNOrO [BY3aMELIEHHOTO aMMOHWS
pacTBOPAIOT B BOAE, MEPEHOCAT B MepHY0 Koiby BMECTUMOCTbIO
500 cm3, pa36aBnsaOT BOAOM O METKM M MEPEMELLNBAIOT.

1 cm3pacteopa A cogepxut 0,0002 r cocdopa.

PactBop b: rotoBaT pasbasBneHuem 1cm5 pacTtBopa A BOZON B
MepHOI Konbe BMecTMOCTbIO 100 cM3.

I cm3 pacTBopa b cogepxxut 0,000002 r docdopa.

Kanus rugpokcun, pactBop ¢ MaccoBoii fonei 3 n 10 %.

Kanbunii azoTHokmcbll no FTOCT 4142, 12 %-Hblii pacTsop.

Kuncnota asoTHas no MOCT 4461, pas6aBneHHasa 1:1.

Kucnota ¢ropmctoBogopogHas Ho TOCT 10484.

KcuneHonosblli  OpaHXeBbIA, pacTBOp ¢ MaccoBoi fonei 0,1 %
roToBAT He MeHee yeMm 3a 104 [0 WCNOMb30BaHWUA W NPOBEPSAIOT Ha
MPUTOAHOCTbL K peakuun 06pas0BaHns KOMM/ekca ¢ (hocopHOMOnum6-
[leHOBO reTepokucnoToii: B 10 cmM3 auetoHa po6asnswoT 0,1 cm3
(3—4 kansm) pacTBOpa KCW/IEHONIOBOFO OpPaHXeBOro C MaccOBON [0-
neii 0,1 %. Ecnu pactBop ocTaeTca 6eCUBETHbIM WU UMeEETCs Ccra-
60-p030BOE OKpall¥BaHWe — peakTUB MPUIOAeH ANS aHanv3a, eciu
Xe OKpacka (uonetoBasi, peakTMB Komnsekca ¢ hochopHomonsono-
HOBOW FeTCPOMOIHKMCAOTON He 0bpasyerT.

23. MpoBefeHne aHanusa

2.3.1 B 3aBnCUMMOCTM OT MaccoBoi fonu gochopa 6epyT HaBecku B
COOTBETCTBUK C Tabn. 1

Tabnuua |
Maccoms fiong 4ocdop™. « Mece™* M=%, 1
Or 0.0002 fo 0,0008 Bkntou. 10
Co 0,0008 » 0.0015  » 05
» 0,0015 » 0.004 » 0.2
» 0.004 >0.01 > 0.1
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2.3.2. HaBeckn napaBofb(pamaTa amMMOHUSA, BO/b(PaAMOBOI KMC-
NOTbl ¥ METaNNNYecKoro BOMb(pama, nepeBefeHHOro B OKCUA BOfb-
(hpama npokanueaHuem npu 600—650°C, momeLlalOT B CTakaH BMecC-
TMMocTblo 200—250 cm3 gobasnatoT 20 cm3  pacTBopa rMApooKcuaa
Kanus ¢ maccoBoii fonein 10 % v pacTBOPAIOT Ha 3MEKTPONANTKE [0
MO/IHOr0 pacTBoOpeHus obpasua.

Mpy aHanuse MeTa/INYeCKOro BONb(pama HaBecku obpasua (cMm.
Tabn. 1) gonyckaeTcA pacTBOpPATb M CMecu (hTOPUCTOBOAOPOAHON 1
asoTHoi kmcnoT (1:1). TMonyyeHHble pacTBOpPM BbINapMBaKT JOCyXa
Ha 3aKpbITOM MAWTKe WM necyaHoi 6aHe, fo6asnAT 10 cM3 Bofbl U
BHOBb BblNapuBalOT gocyxa. 3aTem pfobasnstoT 20 cM3 pacTeBopa rma-
pokcuaa Kanus ¢ maccoBoil fgoneid 10 % W HarpeBalOT A0 MOSIHOIO
pacTBopeHus ocafka. Mocne oOxnaxgeHWs A0 KOMHaTHOW TemmnepaTy-
pbl pacTBopbl pa3dasnsoT Bogoi go 100 cm3 fob6aBnsoT 3 cM3 pacTBoO-
pa a30THOKMCMOrO KasbLusi C MaccoBoil gonen 12 % u oCTaBAsSlOT Ha
15 MHN. 3aTem A06aBnst0T 1cm3 a30THOKMCNOr0 KanbLug 1 0CTaBns-
toT Ha 15 mmH. [anee pacTtBopbl (WAbTPYIOT Yepe3 [BOWHON puabTp
«CUHAS NleHTa» 1 npombiBatoT- 8—10 pa3 pacTBOPOM rMApoKcmpa Ka-
NS C MaccoBoi aoneid 3 Ocafiok Ha unbTpe pacTteopsatoT 10 cm3
ropsyeit a3oTHoi kucnoTbl (11). PacTBOpbl  KOMMYECTBEHHO MEPEHO-
CAT B MEpPHYyI0 Konby BMecTUMOCTbiO 100 cM3, pas6aBnsioT AUCTUNIN-
poBaHHOI BoAoi A0 80 cm», fo6aBnAlT 10 cM» pacTBOpa MOMOAEHO-
BOKWCNOro aMMOHMA C MaccoBoW fonein 10 % v OCTaBNAOT pacTBOp Ha
10 muH. 3aTeM NWMNEeTKOWN BBOAAT B konby 5 cMm' pacTBopa KeHneHosno-
BOIO OpaHXXeBoro ¢ maccosoii goneii 0.1 %. [onvMBalOT 4O METKM BO-
[0 1 nepemelunBatoT. PacTBopbl 0CTaBnflOT Ha 15 MuH ans ob6paso-
BaHWs YCTOMYMBOrO KOMMIEKCHOTO COeAuHeHWs. [10  ucTeyYeHUM yKa-
3aHHOrO BPeMeHU ONTUYECKYH MIOTHOCTb OKPALLUEHHOro pacTteopa W3-
MepAtOT Ha (HOTO3NEKTPOKOOPUMETPE C  3e/eHbIM  CBETO(UILTPOM
(anvHa  BOMHbI 540 HM) B KHOBETE C TOMLMHOA MNOrOLLaloLLLEro  CBer
cnost 50 Mm. B kayecTBe pacTBOpa CpaBHeHWUS MpU U3MEPeHUU OMnTuye-
CKOWM NMIOTHOCTM MCMOMb3YKOT PacTBOP KOHTPO/AbHOro onbita. OpHO-
BPEMEHHO MPOBOAAT TPU KOHTPO/bHBLIX OMNblTa Ha OnpefefieHne cogep-
XaHua ocgopa B peakTuBax. PacTBop €O CpegHUM 3HAYeHWeM OMTu-
YEeCKOW MAOTHOCTM WCMOMb3YHT B KayecTBe pacTBOpa CPaBHEHWS.

CofepxaHue octopa Haxo4aT MO rpajyvpoBOYHOMY Fpaduky.

2.3.3. na noCTpOeHWUs rpajgyvMpoBOYHOro rpauka B MepHYH KOs-
6y BmecTumocTbio 100 cm3 npunueatoT oT 0,5 g0 5 cM3 (C MHTepBasom
0,5 cM3) cTaHfapTHOW pacTBopa [BY3aMeLleHHOro (OoCOPHOKUCIOro
ammoHus (pacteop bB), npunmsatoT 10 cm3 a3oTHOW kucnotel (1:1) wn
[ONVBAKOT AUCTUNIMPOBAHHOW BOAON MpumepHo fo 80 cm3

3ateM K pacTtBopy fo6asnstoT 10 cM3 pacTBopa MOIMG4EHOBOKUCO-
ro amMMoHus ¢ maccoBoit pgoneii 10 % u octaBnsalT Ha 10 MuH Ans
pasBMTUA OKpacku 06pasytoLlieiics retepononukucaoTel. [locne 3To-
ro NUNeTkon [o6aBnAT 5 CM: pacTBOpa KCWIEHOI0BOrO OPaHXeBOro
¢ MaccoBoii goneid 0,1 % w [onMBaKOT L0 METKW BOAOA. [lonyyeHHbI
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pacTBOp MepeMeLLnBalOT W OCTaBAAT Ha 45 MUH Ansa obpa3oBaHusa yc-
TOMYMBOrO OKPALLEHHOTO KOMMJIEKCHOrO coeauHenus. [1o  ucTeydeHum
YKa3aHHOro BpeMeHW W3MEPSAOT OMTWUYECKYHO MIOTHOCTb OKpaLUeHHOro
pacTBopa Ha (hOTO3/EKTPOKONIOPHMETPC C 3€/1EHBIM  CBETO(UNLTPOM
(nvHa  BONHBI 540 HM) B KIOBETE C TOMLLMHOW NOr/OLWAOLLEr0 CBET
cnos 50 mm. B KayecTBe pacTBopa CpaBHeHUS MpWU 'M3MEpPEeHUn OMTu-
YECKOWM MAIOTHOCTY UCNOMb3YHOT PacTBOP KOHTPO/bHOMO OMbITa CO Cpea-
HUM 3HauyeHWeM OMTWUYECKOW MIOTHOCTWM M3 Tpex napasse/bHbIX Ofbl-
TOB. [0 HaifeHHbIM 3HAYeHWAM OMTUYECKMX MIOTHOCTEA PacTBOPOB
M COOTBETCTBYIOLMM WM KOHLEHTpaumam docdopa CTPOAT rpagympo-
BOYHbIA Tpagmk.

24. O6bpaboTka pe3ynbTaToB

2.4.1. Maccosyto gonto ¢octhopa (-Y) B MPOLLEHTaX BbIMUCAAKOT MO
shopmyrne

X ——
T
rae T -- Macca ocopa n pactsope npobbl, HalifieHHas Mo rpagym-
POBOYHOMY FpadinKy, T;

mi — Macca HaBeckw, T.

2.4.2 AG6CONOTHbIE [OMYCKAEMblE PACXOX[EHWS pPe3ynbTaToB Tpex
napannenbHbIX OMNpefeneHnii Npyu AoBepuTeNsLHON BepPOSTHOCTM P = 0.95
He [O/MKHbI MPEeBbILATb BEIMYWNH, NPUBELEHHbIX B Tabn. 2.

TabnHuun 2

Mn conm sler.H 'o'yo:n. STuanurmufe 4YmyccaoMbl- pacxox, c.ns, %
Or 0.0002 gun 0.001 iikntou 0.00008
Cg. 0,001 » 0.003 > 0.0004
* 0003 >0.0! > 0,0008

3. METO[, ¢. MPUUMEHEHWEM ACKOPBVHOBOW KUCOThI
N KAMNA CYPbMAHOBUHHOKWC/TOIO
(npu maccoBoid gone docgopa ot 0.0003 no 0,015 %)

3.1.CywHoCcTb MeTOAa

MeTop ocHoBaH Ha 06pa3oBaHun (HOCHOPHOMONMOAEHOBON reTepo-
MOTUKNCAOTLI K BOCCTAHOB/IEHUS €€ aCKOPOUHOBOM KWCMOTON B MPUCYT-
CTBUM aHTKMOHWNTapTpaTta Kanua Mocne OoTAeneHns gocgopa oT
BO/Mb(hpaMa Ha rugpokcuge 6epunius.

32. CpepcTBa N3MEPEHWNIA. BCNomMoraTte/ibHble
ycTpoicTBa, peakKTUBB W MaTepuansl

MoHoMep yHMBepcanbHbIl Tuna 3B-74.

Kucnota cepHas no FOCT 4204, pas6aBneHHas 1:4.

Kucnota conaHaa no FOCT 3118, pas6asneHHas 1:1.
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TpunoH b Komnnekcom, AByHatpuesas COMib 3TH/EHAMAMUHTETPa-
ykcycHo - kucnoTel mo FOCT 10652 ¢ maccooid goneid 100 r/gm3; ro-
TOBAT MPU HarpeBaHUw.

Bepunnwnii cepHokmcnblii, 1 am3 pacTBopa cofepxut | r Gepunnaus.
PacTtBopsatoT 19,65 r conm B 1 AM3 BOAbI,

AmMUaK BogHbli no TOCT 3760.

MpombiBHas xuakoctb: K 500 cm3 Bogbl npunmsaioT 30 cm3 pacT-
Bopa Tpwiowa B (100 r/gm3), 15 cmM3 ammMuaka W pas3baBnswT Ao
600 cm3 Bogoii. AMMOHMIA 6poMucTbIi no FOCT 19275,

Kwucnota xnopHas, nnoTHocTbio 1,32, pasbaBneHHas 1:1.

AMMOHUIT MONMbaeKoBOKHENbIM no TOCT 3765, nepekpucTaninzo-
BaHHbI (CcM. n. 2.2).

PeakuUuWoHHasi cmecb: 1,74 r MONMOAEHOBOKMCIOIO aMMOHUA pacT-
BopsAtoT B 100 cm BoAbl, NpubaBnaoT 21 ¢M’ CEPHOR KUCMOTbI, OXNax-
[arT 1 gonnearoT Ao 250 cM3 BOLONA.

Kncnota ackopbuHoBas, pacTBOp KoHueHTpauuein 20 r/gm3.

Kanuii CypbMWHOBHHHOKHCAbIV (aHTUMOHWUATApTPaT Kanus), pacT-
BOP KOHLEeHTpauveit 3 r/am3.

VHavnKaTopHas Bymara «KOHro».

A TakXe CpefcTBa M3MepeHWid, BCMOMOraTefbHble YCTPOICTBa, pe-
aKTUBbl WU mMaTepuasbl, NPMBELEHHbIE B M. 2.2.

33. MopgroToBKa nNpob6 K aHanwmsy

B 3aBucMMOCTM OT MaccoBoii gonu ocopa 6epyT HaBeCKM B CO-
OTBETCTBUM C Tabn. 3.

Tabnuua 3

MTKVA 104 4004071 % Mj<v- lNelkd 1

Or 0.0005 go 0.004 Bktou.
» 0,0007 » 0.005 »
» 0001 * 0.007 »
> 0.002 * 0015 »

oooo
Ppowb

3.3.1. MeTannnyeckuii BoMbthpam pacTBOPAIOT NpW  HarpeBaHUW B
NaTUHOBOM Yalllke H cMeck 5 c.M1 (hTOPMCTOBOAOPOAHOM M 1cm3 a3oT-
HOV KMcnoT. PacTBop ynapvsaloT [ocyXa, NpuavsatoT 5 cM3 BOAbl K
CHoBa ynapusaloT gocyxa. [Mpunmsatot 10 cm3 pacTtBopa efkoro Ka-
A N pacTBOPAIOT Npu HarpeBaHUW. COAEPXMMOE YallKu NepeHocAT
B CTakaH.

3.3.2. MNapaBofibhpamMat ammMOHMSA, BONb(PAMOBYHO KUCNOTY Mnepe-
BOAAT B OKCWA BO/b(hpama npokanueaHWem npu Temnepatype 600—
—650 °C.

3.3.3. HaBecky okcuga Bofib(hpama pacTBOPSOT Npu HarpeBaHnM B
10 cm3 pacTBopa efKoro Kaaus.

34. NMpoBeAeHNe aHanunsa

MonyyeHHble LLENOYHbIE PacTBOPbl  HEWTPanM3ylT HO WHAMKATOP-

7
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HOli Bymare «koHro» (pH 5) cepHoil kucnotoir (1:4). [MMpunusatoT
75 cm’l pacTBopa TpuioHa B, 8 cM3 pacTBopa CepHOKMCNOro 6epui-
nva M KUNATAT 2—3 MUH. B ropaunii pactBop o6bemom 100—120 cm3
npunueatoT  pactBop  ammuaka Ao pH 9,5—10 n cHoBa KMNATAT
2—3 MHW. PacTBOp OxnaxAalT B 'MPOTOYHOW BOAEe U OT(PU/ILTPOBbLIBA-
10T 0CafOK Ha (PUNLTP CPeAHeR MAOTHOCTU.

dunbTp ¢ 0cagkoM NpomMbiBalOT 8—10 pa3 NPOMbIBHON XXMAKOCTbHO.

Ocapok Ha ¢unbTpe pacTBopsAtoT B 30 cm3 consiHoi kucnotbl (1:1).

dunbTpaT CO6MpalOT B CTakaH BMeCTUMOCTbiO 50 cm3*, npubasns-
toT 3 cM3 x/10pHOi KMcnoThl (1:1) H ynapueatoT pacTeop A0 Bbldese-
HWSI 0OWNbHBIX NapoB X/JIOPHOW KWCMOTbl. COMM  pacTBOPSOT MpU Har-
peBaHuu B 25 cM3BOfbl. PacTBOp NepenuBaloT B MEpHYt KONy BMecC-
TUMOCTbIO 50 cM* (ecny pacTBOp C OCafLKOM, TO ero (uAbTPYHT), Npu-
nuBalT 2,5 cM3 peakuMoHHOW cMecn, 5 cmM8 acKopbUHOBOW KWCIOTbI 1
0,5 cm3 pacTBopa aHTHMOHMNTApTpata kanuda. [locne npHAWBaHWA
KaX[0ro peakTvBa pacTBOp NepeMeLLunBatoT.

OnTuYeckyo MAOTHOCTL pacTBopa W3MepsoT uepe3 10 MHM Ha
cnekTpooTomMeTpe (4/MHA BOSIHbI 825 HM) WM (POTO3NEKTPOKONIOPK-
MeTpe C KpacHbIM CBETOUNLTPOM (ANMHA BOMHLI 750 HM) B KiOBETE C
TO/ILLMHOW MOrNoWatoLLero cBeT cnos 50 M.

B kauecTBe pacTBOpa CpaBHEHWS WCMOMb3YHT PacTBOP KOHTPO/bHO-
ro OMbiTa CO CPefHMM 3HAYeHWeM OMTUYECKOW MAOTHOCTWM M3 Tpex na-
pannenbHbIX pe3ynbTaToB Ha codep)kaHue ocdopa B peakTMBax.

35. MocTpoeHMe rpagyumpoBOYHOrO rpauka

B cTakaHbl BMecTUMOCTbIO 50 cM* oTbupatoT oT 140 HO cm3 cTaH-
[LapTHOro pactsopa ocgopa b, npuamsatoT 3 CM* pacTBOpa X/0PHON
kucnotbl (1:1). PacTBop BbinapuMBawdT A0 O06WbHLIX MNapoB XNop-
HOM KMCNoTbl. B oxnaxieHHbI pacTBOp npuanBaloT 25 cM3 1 nepeHo-
CAT pacTBOpP B MEPHYH0 Koniby BMeCTUMOCTb0O 50 cmM3  npuausatoT
2.5 cM3 peaKuMoHHOI cmecn, 5 cm3 pacTBopa acKOpOGWHOBON KUCIOTbI
n 0,5 cM3 aHTHMOHUNTapTPaTa Kanuu u ganee NocTynatT, Kak ykasa-
HO B NpoBefeHun aHanusa n. 3.4.

36.06bpaboTka pe3ynbTaTtoB

3.6.1. Maccosyto gonto doctopa (/1|) B NpoLeHTax BbIYUCAAIOT
thopmyne
v Mo
1= m»
rge m — macca ocdopa, HaifgeHHas M0  rpagyvMpoBOYHOMY rpadiv-
Ky, T,
T| — wmacca HaBecku obpasua, T.

* ECNv CcofiepXKaHue Mblllbsika B Mpobe MpeBblliaeT B Ava pasa CofepxkaHue
thocthopa. 70 nocne pacTBOpPeHWA TUAPOKCKUAA 6epunans B CONSHOKMUCYIO Cpeay
pobasnaoT 0.1 r 6pOMUCTOrO aMMOHMS U ynapusatoT gocyxa. CHoBa npubaBnsioT
10 cm1 consHOi KucnoTbl NAOTHOCTHIO 1,19 r/cmM3 1 0,1 © 6pOMUCTOrO  aMMOHUA U
ynapuBatoT [ocyxa.

8
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3.6.2. Pacxox/jeHne pe3ynbTaToB Mapan/efbHblX OnpefeneHuin npu
[0BEpUTENIbHOM BeposiTHOCTM H-0,95 He AO/MKHO NpeBbIWaTh 3Have-
HUSA, NpuBefeHHOro B Tabn. 4.

Tabnuua 4
Mtfconae g o1 <lJocJopa. % A<>cott>7iiua fOKYW XMYC pXMXacuasn, %
07 0,0005 go 0,001 BkOY. 0,0002
Cw. 0,001 » 0,002 > 0.0004
> 0.C02 » 0.005 > 0,0005

» 0005 = 0,015 * 0,001
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