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FrrOCYLAPCTBEHHBIN CTAHOAPT COK3A CCP

+EPPOTHTAH rocr
MeToz onpegeneHus hochopa 14250.4-90
Ferrotitanium.
Method for determination o! phosphorus (CT C3oB 1236—89)
CKCTY 0803

Cpok peiicTBus ¢ 01.07.91
fo 01.07.i6

HacToswmin ctaHgapT ycTaHaBnWBaeT (OTOMETPUYECKWUA  MeToq,
onpefenenns qocgopa B heppoTUTaHe NpyM MaccoBOW [one ero oT
C,02 po 0,2%.

MeTo4 OCHOBaH Ha peakuuu 006pa3oBaHWs >XenToi  (OCHOpPHOMO-
NH6AEHOBON reTeponoMKMCAOTLI C MOCAeAYyOLWMM BOCCTAHOBMIEHNEM ee
B CONAHOKMCNOW cpefe TWOMOYEBMHON WAW WMOHaMW  [BYXBAIEHTHOrO
Xenesa B NPUCYTCTBUM X/10puAa rMAPOKEHNaMMHa O COeAUHEHUs, OK*
paLleHHOro B CUHWIA LBET.

MeluatoLpe OnpeseneHnio 3MeMeHTbl OTAENAT  MNpU  LIENOYHOM
CNnaBfeHnn npoosl.

1. OBWWME TPEBOBAHUNA

mll O6wue TpeboBaHMA K MeTody aHanusa-- no [OCT 28473.
12. NNabopatopHas npo6a Ao/kKHa 6bITb MPUroTOB/NEHa B BUAE MO-
powka ¢ pasmepoM yvactuy 0.16 mm no MOCT 26201.

2. ATINMAPATYPA, PEAKTUBbI 1 PACTBOPbI

CnekTpooToMeTp MM POTO3IEKTPOKONOPUMETP
4T V  Kucnota consHsa no MOCT 3118 u pactBop NAoTHOCTLIO 1.105r/cMm5:
*  8£0 cM3 CONSHONM KMCAOTbI pa3baBnsaOT A0 METKM BOAOW B MEPHOW Kosi-
rI""BmecTtuMocTbio | AM3 U nepemeLLMBatOT.
y8c/ 3|Kucnota asotHas no MOCT 4461 w pactsop 1:1.
YK/NIMmHak BogHbI no MOCT 3760, pacteop 1:1.
UxU S/Cnupt 3tunosbiii no FOCT 5962 nunm no TOCT 18300.

«3faHune odrumaIbHoe

HacTosiwmii  cTaHAapT Ke MOXeT ObiTb MOSIHOCTLIO WM YacTUUHO BOCTIPOW3BEAEH.
TUPaXMPOBaH U
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C. 2 I'OCT 14250.4—$0

MmgpokcunammHa rugpoxnopug no MOCT 5456, pactBop 200 r/cm3*
CBEXENPUIOTOB/EHHBIA.

Hatpusa nepokcumg,

Kanuii yrnekucnblit--HaTpuii yrnekmcnbiii no FOCT 1332,

CMecb 1 CNJaB/ieHUA: HATPUS MEPOKCUZ WM Kanuii-HaTpuin yrne-
KWCAbIA CMELLUMBAKOT M COOTHOLLEHUN 3:1.

AMMOHUIA MonmbaeHoBokmcnblin no TOCT 3765. pacteop 50 r/ams
XpaHAT B NONUITUNEHOBO nocyfde. B cnyyae Heo6x0AMMOCTW peakTuB
nepeKpuCTaniH30BbIBaloT: 250 I .MOMGLEHOBOKUCIONO aMMOHWS pacT-
BopsAoT B 400 cm3 BoAbl npu HarpesaHuu o Temnepatypsl 80°C. Pa-
CTBOP (DMNbTPYIOT Yepes MAOTHbIA (UNLTP, OXNAKAAOT, NPUNNBAOT
300 cM3 3aTW/I0BOrO CNUPTa, MEepeMeLLMBalOT U yepe3 1 4 0CagoK Mojg
BakyyMOM OT(MNbTPOBbLIBAIOT Ha (MILTP CPedHel NAOTHOCTM, NOMe-
LLeHHbI B BOPOHKY BroxHepa. Ocafok NpoMbIBalOT 2—3 pasa 3Tu/o-
BbIM CMUPTOM nopuuaMn HO 30 CMb W BbICYLLVBAIOT Ha BO3AYyXe.

XKeneso (Ill) a3oTHokucnoe 9-sogHoe mno [OCT 4111, pactsop
180 r/gm1:90 r a30THOKWMCNOro >kenesa pacTBopstoT B 400 cm5 BoAbl
NPy HarpeBaHuWW, NPUANBAIOT 5 CM3 a30THOWM KWCNOTbI, OXNaXAAT, Me-
PEHOCAT B MepHYH Kooy BMecTUMOCTbio 500 cm1 [onMBaKOT 0 METKU
BOLOW M MepeMeLLMBatoT.

1 cm1 pactBopa cofepxuT npubnusutensHo 0,025 1 >xenesa.

Megb (I1) cepHokmcnas 5-sogHas no [OCT 4165, pacTeop
10 r/gm3.

TuomoucemHa no MOCT 6344, pacteop 80 r/gml

BoccTaHoBuTenbHas cmech: 150 cm5 pacTBOpa CEpHOKMCNON Meau
cmelumBaioT ¢ 700 cm3 pacTtBopa TMOMOYEBMHbI. locnie oTcTaMBaHUA B
TeyeHne 24 4 cmecb (UNLTPYHOT M 0CafoK OTOpachIBatOT.

Kanuii thocthopHOKMCAbIA 0fHO3aMOLLEHHbIH Mo TOCT 4198 wuam no
TY 6-09-4138.

CraHfapTHble pacTBopbl dochopa

Pacteop A: 0,4391 r oAHO3aMeTEHHOro (HOCHOPHOKMCAOro Kanus
pacteopstoT 100 cml BoAbl. 3letheHOCAT B MepHyK Konby BMEeCTUMO-
CTbt0 14M3, 4ONMBAlOT BOAOW LO METKM W MNepeMeluvBatoT. XpaHAaT pa-
CTBOP ¥ NOMN3TUNIEHOBOI MOCYyfe.

MaccoBasi KOoHLUeHTpauusa docdopa B pactsope J1 paBHa 0,0001 r/em3.

Pacteop B: 10,0 cm3 cTaHAapTHOro pacteopa A rnomMeTalT B Mep-
Hyt0 Konby BmecTumocTbio 100 cM3 gonvBalOT BOAOW [0 METKM U ne-
pemelunBaloT. PacTBOP FOTOHKM B [eHb MPUMEHEHNS.

.MaccoBas  KOHUeHTpauusa  @ocdopa B pacTBope b pasHa
0,00001 r/cm3.

3. MPOBEAEHWME AHAJTN3A

3.1 HaBecky npo6bl maccoit 0,5 i MomeLlarT B XenesHbll, HUKe-
NeBbI UK CTEKNOYTNepoANCTbIA TUrenb, fo6asnsoT 4—5 r cMecu ans
CMAaBMeHNs, NepemMeLInBalOT U CBEPXY 3acbinatoT 1—2 r 3TOi e CMe-

16



FOCT 142504—S0O C. ¥

cn. Turenb HarpesaloT npu Temnepatype 300—400°C po oTcTaBaHuA
COAEPXUMOT0 TUFNA OT CTEHOK. 3aTeM MOMELLAOT B MY(eNnbHYH Medb,
HarpeTyto o Temnepatypbl (600£25)°C, BblAep>XMBalOT [0 pacnnas-
NEHNs Maccbl U elle —5 MUH.

Turenb ¢ NNaBoOM OX/1aXAAKT, NOMELLAOT B CTakaH BMECTMMOCTbIO™*
400 cml, npunusaroT 100 cm3 BoAbl M BbillenaunBaloT nnaB 6e3 Harpe-
BaHMA. 3BneKaloT TUresb M3 CTakaHa, MPOTUPAIOT ero CTEHKU CTeK-
NAHHOW Manoykoi C Pe3nHOBbIM HAKOHEYHWKOM U 0OMbIBAlOT BOLON.
B ctakaH npu6aBnalT 1 cM3 cnupta M KUMATAT pacTBOP C 0CaAKOM
[0 paspyleHus nepokcuga Hatpusa. llocne oxnaxzaeHus nepeHocaTt
pacTBOp C OCaAKOM B MepHyH Konby BMecTMMOCTbio 250 cM3 gonu-
BalOT BOAOW A0 METKM W MEepeMeLUvBatoT.

PacTBOop (unbTPYHOT B Cyxyto Konby uyepe3 GunbTp cpefHeit nnot-
HocTW. MepBble Mopuun unbTpaTa 0T6pPackIBatoT.

MonyyeHHbIi pacTBOp MCNONMbL3YHT ANa onpeaeneHus docgopa no
O0fHOMY M3 BapMaHTOB, YKa3aHHbIX B N. 3.2 unn 3.3.

3.2. BoccTaHoBAeHME hochopHOMONMGALEHOBOIW
reTeponoOIMKUCNOTHl WOHaMMW [BYXBalleHTHOTO Xe-
nesa B MNPUCYTCTBUM Twuapoxnopupga rupgpokcumna-
MU Ha  — ~

.,

r 3.2.1. B gBe KOHU4YecKue Konbbl BMeCTUMOCTbIO Mo 100 cm3 nome-
LWaKT aNMKBOTHbIE YacTu, paBHble 25.0 uam 50,0 cM3, B 3aBUCUMOCTMU
oT cofepXxaHus gocgopa, npuameatoT no 3,0 cM3 pacTBopa a30THOKMUC-
NOro >Kenesa W MOMHOCTLIO PAcTBOPAIOT BbiNaBLIMe  TUAPOKCUAbI Me-
Tannos, [06aBNgsA MO KanisM pacTBOP COMSHOM KUCNOTbI, NpubaBasoT
no 10 cm* pacTtBopa rupoxnopuaa rHAPOKCUIAMHHA, BblAepXHNAOT
npu cnaboMm HarpeeBaHun [0 06ecLBeuMBaHWS PacTBOPOB, 3aTeM Ha-
rpeBatoT A0 KUMeHWs.

Ecnn pacTBOpbl COXPaHAIOT XXENTYt OKpacky, To gobasnswt 1—2
Kanaum pactsopa ammuaka. pu nosiBneHUy MyTW ee pacTBOPAOT f0-
6aBneHnem 1—2 Kanenb pacTBoOpa CONSHOW KWUCNOTbI.

Konbel ¢ _JpacTeopom oxnaxfialoT 1 npunusaoT no 10,0 cm3 pacT-
BOpa COMSHOW KMCMOTbl. 3aTeM M0 KanasM MNpu HempepbiBHOM MNepe-
MeLUVBaHUM B OAHY M3 Konb npuausatoT 8,0 cmM3 pacTBopa moaubae-
HOBOKWC/IOTO aMMOHUS W MepeMeLlnBaloT B TeyeHWe 1—2 MuH. PacT-
BOPbl MEPEHOCAT B MepHble Konbbl BMecTUMOCTbiO 100 cm3 fonuBatoT
BOJOW [0 METKM U MepeMeLLMBatoT.

Yepe3 15 MHM M3MepsAOT  ONTWUYECKYID MJIOTHOCTb pacTeBopa Ha
CMNEKTPOPOTOMETPE MPU AJIMHE BOMHLI 720 HM MM Ha (DOTO3NEKTPOKO-
nopvmeTpe B 061acTu ceetonponyckaHHs oT 680 go 900 mm.

B KauecTBe pacTBOpa CpaBHEHWS MPUMEHAOT aMKBOTHYK YacTb
pacTBopa, K KOTOpOM [06aBfieHbl BCE peakTuBbl, 3a WCK/IHOYEHWEM MO-
J'IH6£}VIHOBOKVICIIOFO aMMOHWS.

accy pocopa HaxofAT MO rpafyvMpoBOYHOMY rpatuKy Mocne Bbl-
YUTAHMA 3HAYEeHUs OMTUYECKOA MAOTHOCTW pacTBOpa NPobbl.
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C. 4 TOCT 14250.4-80

3.2.2. [na noctpoeHns rpafyMpoBOYHOTO rpamka n pag MepHbIX
Kon6 BmecTuMOCTblo 100 cM3 momewladT CTaHAapTHbIA  pacTBop b
thocthopa cornacHo Tabn. !. B ogHy Konby cTaHAApTHbIA pacTBOp He
NMOMELLLAoT.

Ta6nuuya |
Maccosas fons O6bemM annKBOTHOM Macca Hasecka O6vem cTaWpapT-
>oc*opa. 4acTu pacnopa wx/6el a GpoTomeTpa- HOro pacTtsop* b.
npoo6bl, cm* pyckom paciuoTt, r oM+
OT 0.02 go 0.05 BxnOY. 50 0.1 1-6
Cun. 0.05 » 0.2 » 25 0.06 2-11

Bo Bce konbbl mpuamearoT Ho 3,0 cM3 pacTBopa a30THOKMCAOro
Xenesa, 20 cM3 BOAbl M pacTBOpP aMMuaka [0 Havana BbiNaAeHWs ocaf-
Ka Tuapokcuia >xenesa, KOTOPbIA 3aTeM pacTBOpstOT, fo6aBnsis no
Kanngng pacTBOp COMAHOW KWCMOTLI. [lanee MOCTynawtT, Kak yKas3aHo
nn 321

PacTBOpOM CpaBHEHWSI CAYXXWUT pacTBOP, HC COfepXaluii cTaH-
[JapTHOro pacTtsopa ocgopa.

[0 MOMyYeHHbIM 3HAYEHMSIM OMTUYECKMX M/I0THOCTEN W COOTBETCT-
BYHOLWMM HM Maccam docthopa CTPOAT rpagyvMpoBOYHbLIV rpaduk.

3.3. BoccTaHoBneHue ¢ochopmMomMoambaeHoBOW Te-
TEPOMONKKUCNOTHl C MPUMEHEHWEM TWUOMOYEBUHDI

3.3.1. B aBe KOHWYecKue KoM6bl BMecTUMOCTbO no 100 cm3 nome-
AT aIMKBOTHbIE YacTh pacTsopa, pasHble 25,0 mnn 50,0 cm3 B 3a-
BUCMMOCTW OT cofepXkaHus cocdopa, AoNMBalOT BOAol [0 o6bema
50 cm3 npunueatoT 3,0 cM3 pacTBopa a30THOKMCIOrO XKenesa, pacTso-
PAIOT BbINaBLUMIA OCafjoK, f06aBASAS MO KanisM pacTBOP COMSIHOW KuC-
notel. Tocne npoceetneHuns pactesopa npwuamsatoT 10,0 cm3 pacTeBopa
CONAHON KUCMOTbl. O6MbIBAIOT CTEHKW KOMG BOAOW, NPUAKBAOT MO
10 cm3 BOCCTaHOBWTENBHON CMECK, BbIAEPXMBAKOT [0 06ecLBevnBaHus
pacTsopa. 3aTemM MO KanagM Mnpu HenpepbIBHOM MepeMellnBaHnu r Of-
Hy 13 kon6 npunusatoT 8,0 oM3 pacTBOpa MOMMOAEHOBOW*:N0r0 aMmo-
HUS W nepemeLlunBalOT B TeueHWe 1—2 MuH. PacTBopbl MNepeHOCAT B
MepHble KOon6bl BMeCTUMOCTbH 100 cm3 A0MMBAKOT BOAOWK A0 METKM W
repemMeLLmnBaoT.

Yepes 15 MUH N3MePAOT ONTUYECKYHO NJIOTHOCTbL pacTBoOpa Ha Crek-
TpohoTOMETpPEe MpWU  A/IMHE BOMHbI 830 HM «>  (HOTO3NEXTPOKO-
nopumeTpe B 061acTU cBETONPOMYyCKaHMs oT 680 g0 880 HMm.

B KkauyecTBe pacTBOpa CpPaBHEHUA MPUMEHSAIOT aJMKBOTHYHO 4acTb
pacTBopa, B KOTOPYH [06aBneHbl BCE PeaKkTUBbI, 38 WUCKNOYEHWEM MO-
NHOAEHOBOKMUC/IONO aMMOHUS.
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FOCT 14250.4—90 C. 5

Maccy thocthopa HaxofsT HO FpagyvpoBOYHOMY rpadimKy nocse Bbl-
UMTaHWS 3HAYeHWs OMTWYECKON MAOTHOCTM pacTBopa KOHTPONbHOrol
OnbITa W3 3HAYeHUs ONTUYECKOW MIOTHOCTY pacTBopa Mpoobl.

3.3.2. TlocTpoeHve rpafyMpoBOYHOro rpaduka

B psg mepHbIX Kond BMecTMMocTbio 100 cM3 nomeLLaroT ctaHgapT-
HbI pacTBop B thocdopa, cornacHo Tabn. 1. B ogHy konby cTaHgapT-
Hblli pacTBOp He MOMeLalT

Bo Boe kon6bl tnpunueatoT Bogy Ao o6bema 500m3 no 3.0 cm3pa-
CTBOpa HWTpaTa >Kenesa, MpUIMBAlOT pacTBOpP aMMuaka [0 Havana
BbIMafleHNs 0cafKka, KOTOpblii 3aTeM pacTBOPAOT, f[06aBnss Mo Kan-
NAM PacTBOpP CONSHOW KUCAOThl, H ewe no 10,0 cm3 n3bbITok. Janee
nocTynaroT, Kak ykasaHo B n. 3.3.1.

PacTBOpOM CpaBHEHWS CNY>XMT pPacTBOP, He COAepXKallimil cTaHAapT-
HOro pacTBopa tocgopa.

Mo nonyyYeHHbIM 3HAYEHUAM OMTUYECKMX MIOTHOCTE W COOTBETCT-
BYIOLWMM MM Maccam hocdopa CTPOAT rpagyvMpoBOYHBIA rpaduK.

4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosyto gonto ochopa (A) B MPOLEHTaX BbIYUACASAKOT MO
thopmyne
= —— ml00,
D,
roe m— macca ocgopa, HalijeHHas Mo rpagyupoBOYHOMY Fpagu-
Ky. T, .
T, — Macca HaBecKW, COOTBETCTBYIOLLAA a/IMKBOTHOW 4acTu pacT-
BOpa npoo6sl, T,
4.2. HopMmbl TOYHOCTM W HOPMaTMBbI KOHTPONSA TOYHOCTU OMpejene-
HMA MaccoBOi fonn dochopa npusedeHsbl B Tabn. 2.

Tabnuna 2

fowyckNembic PAaCXOXAEGHUA. %

Morpert-
nocpT* Asyx Cpea- pesynbrar»
Maccosas gons C*ornb- HUX pe»l-*b- A»yX A« ypex na- nHrAnan

, : rotos aHa- pangens- Panfenb-  cTaHgapTHo-
$upoos. % auimox W U. Hbk MbIX Oll-  HbIX ON- ro o6pasya
% CONMEeKUMX  pepencmunl  pepene- 0T atrecro-
B pasnnmuum* HUi »MMO14>
ycnosuax raavyeKHs
Or 0,02 go (X05 ».\n»y 0.co5 0.05G 0.005 0.000 0.003
Cs. 0.5 *0.10 » 0.007 0.009 0.007 0.009 0.004

* 0.1 » 0.2 » 0.010 0.012 0.010 . 0.013 0.006



C. 6 IOCT 14259.4—HD
MHP®OPMALIMOHHBLIE AAHHBIE

1. PASPABOTAH N BHECEH .MwuHuctepctBom metannyprum CCCP
PA3SPABOTUYMKN
B. I. Mu3uH, T. A TMepdunsesa, C. N. AxmaHaes, I'. W. INycesa

2. YTBEPXAEH W BBEAEH B AEWCTBWE [locTaHOBNEHMEM
locypapcteeHHoro kommuteta CCCP Mo ynpasfieHUIO KayeCTBOM
npoAyKumMn 1 ctaHgaptam ot 29.12.90 Ne 3750

3. CtaHpapTt nonHoctbto cootBeTcTByeT CT COB 1236—89
4. BBAMEH I'OCT 14250.4-80

5. CCbI/TIOYHbIE HOPMATWUBHO-TEXHUYECKME OOKYMEH-
Thl

060»**uc.Inc HTA. na *uo*ms Homep mrikr».
flaan ocblaxa pasgena
rOCT 3118—77 Pag. 2
rOCT .1760-79 P33g. 2
rOCT 3765—78 Pasa. 2
rOCT 4111-74 P33n. 2
rOCT -V65—78 PAA. 2
rOCT 1198-75 P33g. 2
rOCT 4312 70 PAA. 2
rOCT 44G1-77 Pasa. 2
FOCT 5456-79 Pan. 2
rOCT 5902-67 Peu. 2

rOC T 6344—73

rOCT 18300—87

rOCT 20201 64

FOCT 23473—90 |
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