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MEXTFOCYALAPCTBEHHDLIN CTAHOAPT

MAPIAHEL, META/I/IMYECKUX I MAPTAHEL, A3OTVIPOBAHHbIM

MeToabl onpenefenu npemmn»

Metallic manganese and nitrated manganese.
Methods for determination of silicon

[Jata BBefieHa* 1995-07—01
1 HABHAYEHWE W OB/IACTb MPUMEHEHWA

HacToswuii cTaHapT ycTaHaBIMBaeT MeTOAb! ONpefeneHns KpeMHUs
B METa/IMYECKOM W a30TMPOBAHHOM MapraHue: (hOTOMEeTPUYECKUIA npu
maccoBoii gate ero oT 0,1 a0 2,5 % 1 rpaBUMETPUYECKWIA MpY MaccoBOiA
fone ero ot 0,5 go 2,5 %.

2 HOPMATUVBHBbIE CCbI/IKA

B HacToALeM CTaH4apTe MCNaTb30BaHbl CCbIKM Ha CnefytoLlme CTaH-
[apTbl:

FOCT 83—79 Hatpwii yrnekucnblid. TeXHUYeCKMe YCNOBUS

FOCT 3118—77 Kucnota conifiHas. TeXHUYeckue ycnosus

FOCT 3652—69 Kucnota nMMOHHas MoHonupat u 6e3sogHas. Tex-
HWYeCKune ycnosus

FOCT 3765—78 AMMOHWIA MONNGAEHOBOKUCbIA. TEXHUYECKME YCIO-
BUA

FOCT 4144—79 Kanuid a30THOKMCbIA. TeXHWYecKune ycnoBus

FOCT 4197—74 HaTpuii a30TUCTOKMCAbIA. TeXHUYecKve ycnoBms

FOCT 4204—77 KucnoTta cepHasa. TexHU4YecKune ycnosms

FOCT 4332—76 Kanuii yrnekucnblii — HaTpuil yrnekncnblii. TexHu-
Yeckwe ycnosus

FOCT 4461—77 KucnoTta a3oTHasA. TeXHUYECKMe ycrosus

Hmamue oduunansHo™
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FOCT 9428—73 KpemHuii (IV) okcua. TexHWYeckne ycnosus

FOCT 9656—75 Kucnota 60pHas. TexXHUYecKne ycnosus

FOCT 10484—78 Kucnota (topuctoBogopogHas. TexHUYeckume ycno-
BUA

FOCT 10929—76 Bogopofa nepokcus. TexHnyeckue ycnoBus

FOCT 18704—78 Kucnota 60pHas. TexHMYeckme ycnosus

FOCT 20490—75 Kanmii MapraHL0BOKUCbIA. TeXHWYECKME YCI0oBUs

FOCT 26999—86 MapraHeL, METaNIMYECKNIA U MapraHeL, a30)KPOBaH-
HbIi. MeToabl 0T60pa M MOAFOTOBKM NPO6 ANS XMMWUYECKOTO M (hU3NKO-
XVMUYECKOTO aHa30B.

FOCT 28473—90 UyryH, cTanb, (heppocnnaBbl, XpOM, MapraHey, Me-
Tannuueckue. O6Lme TpeboBaHUA K METOAAM aHanmn3a

3 OBLWWE TPEBOBAHUNA

3.1 O6wume TpeboBaHMA K MeTofaM aHanm3a —no TOCT 28473.
3.2 JTabopaTopHas npo6a fo/mkHa 6bITb NPMroTOB/IEHA B BUAE MOPOLLKA
C MakcumanbHbIM pasmepom yactuy 0,16 mm no TOCT 26999.

4 ®OTOMETPUYECKUIM METO[

41 CyWwHOCTb MeTOAA

MeTof OCHOBaH Ha Mpeobpa3oBaHWMW XEeNTol KpemMHeMOoNn64eHOBOM
rCTCPONOIMKNCAOThI C MOCNEAYIOLLMM BOCCTAHOB/IEHEM Ce aCKOPOMHO-
BO KUCNOTOW A0 KOMMEKCHOIO COEAUHEHWUS, OKPALLIEHHOr0 B CUHMUIA
LIBET, ¥ U3MEPEHUN ero ONTUYECKOA MIOTHOCTU.

42 AnnapaTtypa, peakKTuBb W pacTBOpbLI

CnekTpoOoTOMETP U (POTOINEKTPOKOSIOPUMETP.

KucnoTa 6opHas no FOCT 9656 wm no TOCT 18704.

Kucnota consHas no FOCT 3118, pactBop 3 MO/b/AMA

Kucnota ackop6rHoBas.

Kucnota numeswas no MOCT 3652.

Kanwuii yrnekucnblil — HaTpuii yrnekucnblii no TOCT 4332.

Hatpus nepekucs.

AMMOHWIT Monn6aeHoBo-Kucnbli no FTOCT 3765 (nepekpucTannunso-
BaHHbIi1), pacteop 50 r/gm5

BoccTaHoBUTE/IbHASA CMECh, CBEXEMNPUroTOBNEHHasA: 1T ackopbuHo-
BOM KWCNOTbl U 5 I IMMOHHOM KMCAOTbI pacTBopsoT B 100 cm5B0oab!.
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Bogopoga nepokeng no MOCT 10929.

Kanuii mapraHuoBo-kucablid no TOCT 20490, pacteop 1,5 r/igm’.

Hatpun yrnekucnbiii no FOCT 83 u pacteop 10 r/gm3

Kpemiws asyokuncs no MOCT 9428 wunn HaTpuii KpeMHETOPMUCTBIA.

CraHfapTHble PacTBOPbLI KPEMHUA

Pactop A: 0,22 I NpoKaNeHHO ABYOKMCH KPEMHUSA CMIaBAsAoT B Na-
TUHOBOM TWrNe C 2,5 I' Kanug—HaTpua YrieKucnoro npu Temneparype
800—3850 *C B TeyeHne 10 MWH ¥ BbILWENAYMBAIOT N/1aB PacTBOPOM Yrie-
KUCNOr0 HaTpusi. PacTBOp MepeHOCAT B MEPHYHD KOnby BMECTMMOCTbIO
14M’, foNMBatOT 40 METKN PACcTBOPOM YI/IEKUCNOr0 HATPUS 1 NepemeLLn-
BalOT. XpaHAT B Nnocyfe 13 NonnsTuneHa.

MaccoBas KOHLEHTpauua KpeMHWUs B pacTBope A pasBHa MprIMepHO
0,0001 r/cm3

MaccoByto KOHLIEHTPaL M0 KPeMHUA B pacTBOPe YCTaHaBNMBAIOT rpa-
BUMETPUYECKUMU METOAAMMN: XNOPHO-KUCTIOTHBIM UIN CEPHO-KUCIOTHBIM
C [}BO/HbIM BbINapnBaHneM.

Pactop b: 10,0 cm3pacTBopa A NOMeLLaT B MEPHYHO KOOy BMeCTH-
MocTbo 100 cM?, [ONMBAIOT O METKW PacTBOPOM YI/NIEKUCNOro HaTpma U
MepemeLLVBatoT; rOTOBAT Nepes NMpYMeHeHNeM.

MaccoBas KOHLEHTpauus KpemHusi B pacTBope B pasHa mpuMepHO
0,00001 r/cm?.

nnn

PactBop A: 1,6738 r KpeMHe(hTOPUCTOr0 HaTPUA PacTBOPAOT B Ted1o-
HOBOM CTakaHe B Bofe 6e3 HarpeBaHusl, NePEHOCAT B MEPHYIO KONby BMe-
cTumocrbio 1 AmM3 [0nMBatOT BOAON L0 METKW W MepeMeLLnBatoT; roTOBAT
nepef NpYMeHeHneM.

PacTBop XpaHAT B NONMITUNEHOBOW MNocye.

MaccoBas KOHLeHTpauus KpemHus B pacTBope A pasHa 0,00025 r/cm?.

PactBop B: 20,0 cm} pacTBopa A nepeHocST B MepHYH Kooy BMeCTu-
MocCTblo 500 cM?, LONMBAIOT BOLOI [0 METKU W NEPEMELLMBAIOT.

MaccoBas ~ KOHUeHTpauusa KpemHus B pactsope B  pasHa
0,00001 r/cm?.

43 MpoBepgeHne aHanusa

431 Hasecky npo6bl mMaccoid 0.5 r (npy MaccoBoil nane KPeMHMS OT
0,1 go 0,8 %) nam 0,2 r (Np1 MaccoBoii fone kpemHus es. 0,8 fo 2,0%),
unnm 0,1 r (Npy maccoBoi gone KpemHus es. 2,0 go 2,5 %) nomeLlatoT B
MAaTUHOBLINA TUreNb, CMELLIMBAIOT C 2,5 T CMecw A1 CNaBfeHuns 1 Cnias-
NAT B MydenbHON neun npu Temnepatype 900—950*C B TeueHne 10 MUH.
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nu:

Hasecky npo6bl Maccoii 0,5 r (npy maccoBoit gone KpemHus ot 0,1 fo
0,8 %) unm 0,2 1 (npu maccosoi gone cB. 0,8 go 2,0 %), nwam 0,1 r (Npu
MaccoBoi fjone KpemHus cB. 2,0 40 2,5 %) NomeLLatoT B CTEK/0YT1epoan-
CTbIlA TUrenb, NpMBaBAAT 1T Kanus —HaTpus YrNeKUCnoro n 2 r nepok-
CufAa HaTpus, NepemeLlrBatoT 1 CaBAAOT B My(enbHO ieun npu TeMm-
neparype 560—580 “C B TeyeHve 10 MUH.

4.3.2 OXNaXA€eHHbIA TUrenb ¢ MNNaBOM, MOAYYeHHbIM Mo 4.3.1, nome-
AT B MOMM3TUIIEHOBSIN CTakaH, npuaueatoT 80 cM) ropsyero pacTeopa
COMISIHOM KUCNOTbI U HAarpeBatoT Ha BOASHON GaHe A0 pacTBOPeHWs nasa.
Turens yganaioT M3 CTakaHa U 06MbIBAlOT BOZONW. [na pa3pyLueHus asy-
OKMCK MapraHas npubaBnsloT HECKONMbKO Karmesb pacTBopa nepokcuia
BOZOPOJA W 3HEPrMyYHO nepemellnBatoT. M30bITOK nepokcuia Bogopoda
CBA3bIBAIOT HECKONbKMMMK KamnisMu pacTBopa MapraHLoBO-KUCNOro Ka-
nus. CoaepXXMMoe CTakaHa OXNaxatoT, MepeHOCAT B MEPHYHO Konby BMe-
CTMMOCTbIO 250 eM’, JONMBAOT BOAOW O METKV U MEPEMELLMBALOT.

ANVKBOTHYI0 YacTb pacTeopa 5,0 eM3nomeLatoT B MEPHYO KONBY BMe-
cTumocTbo 100 em3, npunusatoT 50 cm) Bogbl v 5,0 cm) pacTtBopa Monn6-
[leHOBO-KMCNOro aMMOHUA, nepemeLlunBaloT 1 yepes 10 MUH npunnsaroT
5,0 eM3BOCCTAHOBUTENLHON CMeCK, a 3aTeM LONMBAKOT BOAOW O METKN 1
nepemeLunsaloT. Yepes 20 MUH M3MepAKOT ONTUYECKYIO NAOTHOCTL aHann-
3MPYEMOro pacTBOpa Ha CMEKTPOMNOTOMETPE NpW AnvHe BOAHbI 830 HM
WM Ha (horoanek 1IHOKONOPUMETPe B AnanasoHe AAWH BONH oT 640 o
900 HM. B KauecTse pacTBopa CpaBHEHWA NPUMEHAIOT BOAY.

Mocne BblYMTaHWUSA 3HAYEHUS OMTUYECKONM MIOTHOCTM PacTBOpa KOHT-
PO/bHOFO OMbITa M3 3HaYeHNs ONTWMYECKON NIOTHOCTM pacTBopa Npobbl
HaxofAT Maccy KpeMHUA Mo rpagyvpoBOYHOMY rpaginky WM MeToaoM
CPaBHeHUsA CO CTaHAapTHbIM 06Pa3LOM C XMMUYECKMM COCTaBOM, COOT-
BETCTBYIOLLMM TPe6OBaHMAM HACTOALLEr0 CTaHAapTa, U NPOBEAEHHBbIM Ye-
pe3 BCe CTafuu aHamsa.

4.3.3 TocTpoeHue rpagyvpoBOYHOro rpadimka

B BoCceEMb MepHbIX K06 BMecTumocTbio 100 em3oTbupatoT 1,0; 2,0; 3,0;
4,0; 5,0; 6,0; 7,0 n 8,0 em3cTaHgapTHoOro pactsopa b, 4To cooTBeTCcTBYET
0,00001; 0,00002; 0,00003; 0,00004; 0,00005; 0,00006; 0,00007 1 0,00008 r
KpeMHus. B feBATY0 konby CTaHAAPTHbINA PacTBOP HC BBOAAT

Bo Bce kKonbbl NpunuMBaldT No 1,5 cM3 pacTBOpa CONSHOW  KUCMOThI,
50 em3B0gabl, 5,0 em3pacTBOpa MO/IM6AEHOBO-KMCIOr0 aMMOHMS, NepemMe-
WwyBatoT 1 yepe3 10 MuH npunueatoT 5,0 CM3BOCCTaHOBUTENLHOM CMeCH,
3aTeM [ONMBaOT BOAONA L0 MeTkuM. Yepe3 20 MUH M3MEPSOT OMTUYECKYHO

4
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NNOTHOCTb, Kak yKa3aHo B Nn. 4.3.1. PaCTBOPOM CpaBHEHUSA CNYXMUT PacTsop,
He COAepXXallnil CTaHAapPTHOrO0 PacTBOpa KPeMHWS.

M0 NonyyeHHbIM 3HAYEHUAM ONTUYECKWUX NNOTHOCTEA 1 COOTBETCTBY-
OLLMM MM Maccam KpPeMHUS CTPOAT TPagyvpoBOYHbINA rpadivik.

44 O6paboTka pes3ynbTaTos

4.4.1 Maccosyto gono KpemHusa X, %, onpegenseMyto no rpagympo-
BOYHOMY FpadvKy, BbIMUCAAIOT No (opmyne

X =— -100, 0)
T

roe T, — Macca KpeMHUsA, HailjeHHas No rpagyvpoBOYHOMY rpadimky, T;
T —Macca HaBecKM, COOTBETCTBYHOLLAA aMKBOTHOWM 4acTu pacTBopa
npoo6el, T.
4.4.2 HopMbl TOYHOCTM M HOPMATKBbI KOHTPOA TOYHOCTY OMNpesesieHns
MacCcoBOI A0MM KPeMHUS MpuBefeHbl B Tabnmue 1
4.4.3 MaccoBylo f0/1l0 KpemHus Xt, %, onpegensemyto MeTogom
CpaBHEHUA, BbIYMCNAIOT MO popmye

A-{P-A)
*,= )
-A

n ~

rae A—aTTecTOBaHHOe 3HaueHMe .MacCoBOM 0NM KPEMHUS B CTaHAAPTHOM
o6pasue, %,

D — onTuyeckas NIOTHOCTb pacTBOpa Npoobl;

2), —OonTnyeckas NA0THOCTb PacTBOpa KOHTPO/ILHOTO OMbITa;

D}— onTuyeckas MA0THOCTb pacTBOpa CTaHAaPTHOro o6pasua.

Tabnuua 1 — HopMbl TOYHOCTU U HOPMATMBbLI KOHTPONS TOYHOCTH

&MOOMMLU prcutocHB**. 5¢

o ABYX Cpc3uny L pcapoaroa
MKcobi» [03A M*¢ *wupos PCL>bTVTOR > * ipei ne- anaxs Crv-
i XHA w-  (OVX8HWV - parh mcea etoro
MIpnilDI, % IX&XKD DRLXHA 0CTPO.»- A

30/IMCRIIUX ft ~ OMPCAC.-K~ po. oGpru* k n-

PAYWUHLL wmny, wich -y recpuannoro

>CAMWK iX 1HMNCHM 1
or 0.1 00,2 Bxto4 0,02 0.03 002 0,03 0,01
Caoz2*05 = 0.04 0,04 00» 0.04 0.02

* 0.5 »10 * 0.05 0,06 w 0,06 0,03
* 1,0% 25 * 0.07 0,09 cy» 0,09 0,05
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5 TPABUMETPUYECKWNA METO/L

51CyuwHOCTb MeTOAA

MeToz 0CHOBaH Ha BbIfjeNeHnn N3 XNOPHO-KUCIOro pacTeopa KpeMHMA
B B/€ KPEMHWEBOW KMNCNOTbI, MPOKaNIBaHWNM ee [0 AMOKCU AR KPEMHUS 1
yfaneHnn B BUAE TETPATOPHAR KPeMHUS.

52AnnapaTtypa peakKTuUBb U pacTBOPbLI

Kucnota conaHaa no MOCT 3118 u pactsop 1:1, 1:50.

KucnoTa xnopHas nnoTHOCTbO 1,5 r/em*.

Kucnota asotHas no MOCT 4461.

Kucnota thropuctoBogopogHas no MOCT 10484.

Kucnorta cepHas no MOCT 4204. pactsop L1

Kanuit asoTHo-kucnblii no TOCT 4144, pacteop 100 r/gm>.

HaTtpwin asotucto-kucnbliA no FOCT 4197, pacteop 100 r/am™.

53MpoBefjeHne aHanunsa

Hasecky npobbl Maccoil 2 r (Npy MaccoBoi gone KpemHus ot 0,5 fo
1,0 %) nnn 1r (Npn maccoBoii fone kpemHus ¢B. 1,0 o 2,5 %) nomeLatoT
B CTakaH BMecTUMOCTbt0 400 cM* n pactBopsoT B 15—30 cM* pacTeopa
conaHoi kncnotsl (1:1) n 5 cM* a30THOM KUCNOTLI NPU HarpeBaHum.

Mocne pacTBOPEHWA HaBECKM CHUMAKT CO CTakaHa 4acoBOe CTEKO,
npunbasnaoT K pacTBopy 20—30 cM5X10pHOI KUCMOTbI U BbiNapnBarT A0
NOABMIEHNS TYCTbIX MAPOB X/0PHOM KUCNOTbl. CTakaH HaKpbIBalOT 4Yaco-
BbIM CTEK/IOM W HAarpesaroT pacTBop B TeyeHne 15—20 MUH Takum o6pa-
30M, YTOObI XNOPHAasA KWUCMOTa KOHAEHCUPOBAIACh Ha YAaCOBOM CTEK/E U B
BEPXHEN 4acTu CTEHOK CTakaHa, a 3aTeM CTekasa B pacTBOP aH&TU3MpYcC-
MOIi NpoGbI.

Mocne oxnaxaeHns [o6aBAAtOT B CTakaH 10 cM™ CONSHOW KUCMOTbI,
nepeMeLLIMBalOT, HarpesatoT, f06aBNAOT MO KanaaMm pacTBOP HUTPUTa Ka-
NS UM HATPMA A0 MPOCBET/NIEHNs pacTBoOpa, 3aTemM gob6asnstoT 150 cm*
ropsyeii Bofbl M HarpesatoT A0 MO/IHOrO PacTBOPeHMsA conei. Ocafiok OT-
(hNbTPOBBIBAIOT Ha 6€330/1bHbIA PUAbTP CpefHeli NoTHOCTKM ¢ gobasne-
HMeM (UIbTPOOYMaXKHOW MacChl, NPOMbIBAKOT CHavana 5—6 pa3 ropsyumm
pacTBOpPOM COMSAHOM KncnoTbl (1:50), a 3aTem 4—b5 pa3 ropsyeil BOAON.

®uUnbLTP C 0CAfKOM COXPaHAIT. PUALTPAT U NPOMBIBHYIO XMAKOCTb
co6MparoT B CTakaH W BbIMapuBatoT [0 MOSBIEHNS NapoB X/0PHON K1CNo-
Tbl. & 3aTeM HarpesaloT B TedeHue 20 MUH, fasiee NPOBOAAT BEC OMnepaLmu,
KaK yKa3aHO BblLLE.

O6a thnnbTpa C 0CafKOM MOMELLAOT B MIaTUHOBbIA TWUrenb, BbICYLIN-
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BAIOT, 03a/1AI0T U NPOKANMBaKOT 0cafokK B TeyeHne 40 MUH B My(esibHON
neun npu Temnepatype (1000+25) *C. Turenb C 0CagKoM OXNaxaakT B
aKcmkaTope 1 B3BewwmBaloT. OCafloK CMaUnBat0T HECKOIbKMMU Kanismu
BOJIbI, f06aBnstoT 3—5 Kanenb pacTBopa CEpPHOl Kucnotel U 5 cw®
(hTOPMCTOBOAOPOAHOM KUCOTbI.

Copepxumoe TUIs BbiNapyBarOT fOCYXa, a 3aTeM MPOKa/MBalOT Mpu
Temnepatype (1000x25) *C B TeueHne 20 MWUH. TUrenb ¢ OCTaTKOM OX/1aX-
[)a10T B 9KCMKATOPE W B3BELLMBAIOT.

54 O6paboTka pe3ynbTaToB

54.1 MaccoBylo [J0Nt0 KpeMHUS X2 %, BbIUMCNAIOT MO hopmyne

y - Ke»-»u)-(«»-««)!-0.4674 ~ n
T

roe T, —macca TUIAA C 0CafKOM AMOKCMAA KPeMHWs 4O 06paboTkm
(hTOPUCTOBOAOPOAHON KUCNOTOW, T;
M1 - Macca TUrs ¢ 0CTaTKOM nocsie 06paboTKM «(hTOPNCTOBOAOPOAHON
KWUCNOTOM, T;
T} — Macca TUIs ¢ 0CafiKOM KOHTPOMbHOMO OMnbiTa A0 06paboTKM
(hTOPVCTOBOAOPOAHOW KUCNOTOM, T;
T< —Macca TUIISi C 0CTaTKOM KOHTPO/IbHOO OMbiTa Nocse 06paboTku
(hTOpUCTOBOLOPOAHON KUCNOTOM, T;
0,4674 —KO3(hhULMEHT NepecyeTa ANOKCUAA KPEMHUS HA KPEMHMWIA;
T —Macca HaBeCkun npobel, T.
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