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Pecny6nnka ApmeHus ApmroccraHgapT

Pecny6nmka benopyccus bcnctaHpgapt
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[elicTBMEe HenocpeACTBEHHO B KAYeCTBe roCyapCTBEHHOrO cTaHAapTa Poccuiickoit ®eaepauum ¢ 1sHBaps
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5 NEPEU3OAHNE

HaCTOﬂLLWIVI CTaHOapPT HE MOXET ObITb MOSIHOCTBIO WM YaCTUYHO BOCMNPON3BEAEH, TUPAXNPOBaH U

pacnpocTpaHeH B Ka4ecTBe 0(hMLManbHOro U3faHna Ha TeppuTopun Poccuiickoin depepaumn  6e3 paspeLue-
Huna [occTaHapTa Poccumn
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MOCT 851.2-93

MEXTOCYAAPCTUBEHHTEB I CTAHOAPT

MAHWY MEPBUYHbIN

MeTozbl OnpeaeneHnst KpeMHUS

Primary magnesium. Methods for determination of silicon

MKC 77.120.20
OKCTY 1709

[ata BeefeHns 1997—01—01

HacToswuin ctaHgapT yctam3anusaeT (hOTOMETPUYECKMe MeTOAb! OnpeseneHns KpeMHus (Nnpyu macco-
BO/ gone kpemHus ot 0.002 % go 0.060 %) B NePBMYHOM MarHuu.

1 O6wume TpeboBaHMA

1.1 O6wwme TpeboBaHUa K MeTofam aHanmsa —no FOCT 25086.

1.2 MaccoBy'o [O/H0 KPEMHMA OMPeaenstoT 13 ByX napasiienbHbiX HaBECOK.

1.3 Mpwn NOCTPOEHNUMN TPadyVMPOBOYHOIO rpadinKa Kaxkayto TOUKY CTPOST N0 CPefHeMy apuiMeTUYECKO-
My pesy/bTaTy Tpex onpefefieHnini ONTUYECKON NAOTHOCTM.

1.4 Tpwn ohopmeHN pe3ynbTaToB aHanu3a AenatoT CCbINKY Ha JaHHbIA CTaHA4apT, yKasblBaloT MeTos,
onpefieneHns, a Takke MeTOZ U pesynbTaTbl KOHTPO/S TOYHOCTY.

2 ®OTOMETPUYECKMI METOZ, OnpeaeneHnst KpeMHus (MPWU MacCoBOI A0Ne KPeMHUs OT
0,002 % go 0,020 %)

2.1 CyuwHocTb MeToaa

MeTof 0CcHOBaH Ha 06pa3oBaHNM OKPALLEHHOMO B CMHUIA HBET BOCCTAHOB/IEHHOTO KPEMHUIA-MONNGe-
HOBOTO KOMMEKCHOTO COeAVMHEHUA C NOCNEAYIOWMM U3MEPEHMEM ONTUYECKON NNOTHOCTY PacTBopa.

2.2 AnnapaTypa, peakTuBbl 1 PacTBOPbI

CneKTpohoTOMETP UMK KOMOPUMETP (POTOXTEKTPUYECKHIA.

VoHomeTp nnm pH-metp.

Kucnota cepHas —no FOCT 4204. pas6aazeHHas 1:1. 1:3, 1:240 n pacTBOpe MO/SPHON KOHLEHTpa-
umein 1mons/am'.

AMMOHMNIA MonnbaeHoBoKMCAbIA — no TOCT 3765 nepekpMCTaNNH30BaHHbIA. PacTBOP C MaccoBOM
KOHUeHTpaumein 100 r/am1 XpaHAT B NOAUITUIEHOBOI Nocyge.

AMMOHMIA HagcepHokucnbli —no FTOCT 20478, CBEXENpPUIOTOBEHHbIA PacTBOP C MacCOBOM KOHLEH-
Tpaymeit 50 r/gml

Kwncnota ackopbrHoBas no "ocyfapcTBeHHOM (hapMakonee X. CBEXENPUroToaTeHHbIA pacTBop ¢ Mac-
COBOW KOHUeHTpaumeii 50 r/gml

Hatpwit yrnekucnbiin —no FOCT 83.

AmMMnaK BogHbIi —no FOCT 3760, pasbaBneHHbIli 1:1.

MarHuii cepHOKUCABIA 7-BofgHbIN —no FTOCT 4523, pacTBOp C MacCoBOW KOHLeHTpaumeid 250 r/ov™.

KpemHua geyokuc —no FOCT 9428, npefBapuTenibHO NpPOKaseHHas npu temnepatype 1273 K.

[ocyaapCcTBeHHbIe CTaHAapTHbIE 06pasLbl, M3roTOB/EHHbIe B coOTBeTCTBUM ¢ MTOCT 8.315.

M3paHne otuumansHoe
| A
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CraHfapTHble pacTBOPbl KPEMHUS:

Pactsop A: 0,214 r AMOKCMAA KPEMHUA CMNABAAOT B NIATUHOBOM TUT/IE C 5 I YrNeK1cnoro Hatpus npu
Temnepatype 1273 K nTeyeHne 30 MyH. [1aB pacTBOPSAOT B BOAE MPWU HAarpeBaHMM B MAATUHOBOM Yallke.
PacTBOp 0XNaXAaloT A0 KOMHATHOI TemnepaTypbl, QUALTPYIOT B MEPHYHO KOMby BMecTUMOCTbI0 1000 cml,
[ONMBAOT BOAOM A0 METKW U NEPEMELLMBAIOT; rOAeH K MPUMEHEHUIO B TeYeHue 6 Mec.

PacTBOp XpaHAT B MOIM3TUIEHOBOIN NOCYAE C NJI0THO 3aKPbIBAOLLENCS NONMNITUIEHOBON KPbILLKOIA.

1cm' pactBopa A cogepxut 0,1 Mr KpeMHus.

PacTBop b: 10 cmlpacTBopa A NOMeLIAKT B MEPHYHO K01y BMeCTMOCTbHO 100 cM', 4ONMBAIOT BOLOM
[0 METKM 1 MepemeLLBatoT; rOTOBAT Mnepes NpuMeHeHneMm.

1cm’ pactBopa b cogepxut 0,01 Mr KpeMHUS.

2.3 TlposeseHve aHanm3a

2.3.1 Hasecky maccoii 0,5 r nomewarT B CTakaH BMecTMMOCTbiO 100 cM', HaKpbIBaKOT YacOBbLIM
CTeKNnoM, fo6asnsoT 20 CM’ pacTBopa HaACEPHOKMUCIONo aMMoHusa. Yepes 10 MMH nocne npekpaLlLeHnus
6ypHo peakuun gobasnawoT 5 cM* pacTBopa cepHoi kucnoTbl (1:3). KucnoTy fonvearoT MefneHHo (npu
nepemeLuBaHnn) He6onbWMMK nopuusamu (no 0,5 cm’).

Mocne pacTBOPEHNA HAaBECKM CTEHKU CTakaHa MOIOT 5—10 CM’ BOfbl 1 CTABAT Ha KUNALLYIO BOAAHYIO
6aHt0 Ha 30 MVH. 3aTeM pacTBOp OX/MAXAAOT [0 KOMHATHOW TemnepaTtypbl, AO/MBAlOT BOLOW [0 06bema
50 cmj u ycTaHaBnmBaroT pH (1.4 £0,1) ¢ nomoLybo pacTBOpa CePHOM KNCNOTbl C MOMSPHON KOHLEHTpa-
umeir 1monb/gm1 wnm pacTBopa ammumaka (pH pacTBopa KOHTPOAMPYHOT MOHOMETPOM).

PacTBOp NepeHOCAT B MepHYH K016y BMeCTUMOCTbLIO 100 cM1 cTeHKM cTakaHa cMbiBatoT 10cm1Bogbl,
fo6asnsAa 5 cM* pacTBopa MOAMGAEHOBOKNCNOIO aMMoHMA 1 yepe3 15 MmH — 10 cm1 pacTBopa cepHoii
kucnotbl (1:1). Yepes 15 MUH f06aBNAOT 5 CM’ pacTBOpa acKOPOWUHOBOI KWUCNOTbI U LONMBAKOT O METKM
BOLOW. Mocne npmbaBneHns KaXA4oro peakTvsa pacTBop nepemelunBatoT. Uepes 20 MUH U3MEPSIOT ONTUYeC-
Ky NAOTHOCTb pacTrnopa npu gavHe BosHbI 810 UM Ha cnekTpodoTomeTpe mam oT 630 HM 40 750 HM Ha
(hOTO3NEKTPUYECKOM KOMOPUMETPE. PacTBOPOM CPaBHEHWS CYXMUT PACTBOP KOHTPOJIbHOTO OMbITa.

OKpacka KOMMIEKCHOTO COeAMHEH NS YCTOYMBA B TedeHne 1u.

2.3.2 1na npuroToBneHNs pacTBOpa KOHTPO/IbHOMO OMbITa B MEPHYHO KONGY BMeCcTUMOCTbIO 100 cm1
nomewaroT 50 cmlpactnopa cepHoit kucnoTbl (1:240), 5 cmlpacTnopa MonM6AeHOBOKMCIOr0 aMMOHWS U flanee
NoCTynarT, Kak yKasaHo B 2.3.1.

2.3.3 IMocTpoeHwue rpagyMpoBOYHOro rpadumka

AT NOCTPOeHUs rpagyvpoBOYHOrO rpaduka BAeBATb CTaKaHOB BMECTUMOCTbIO 100 cM1nomeLlatoT no
20 cm’ pacTBOpa CEPHOKWCION0 MarHus, B BOCEMb U3 Hux npubasnsoT 0,5; 1.0; 2,0; 3,0; 4.0; 6.0; 8.0;
10.0 cm’ cTaHgapTHoro pacteopa b, uto cootsetctByeT 0.005; 0.010; 0,020; 0,030; 0.040; 0.060: 0.080;
0,100 Mr KpemMHUsA. PacTBop [eBATOr0 CTaKaHa AB/IAETCA PACTBOPOM KOHTPO/LHOIO ONbITa.

Mpr6aBNAOT BO BCe cTakaHbl Mo 50 M’ pacTBopa cepHoit kucnotsl (1:240), yctaHaBnmsatoT pH (1,4 +
0.1) ¢ MOMOLLbIO pacTBOpa CePHOM KWUCAOTbl, C MOMSIPHOW KOHLEeHTpaumein | monb/gm’ wunm pacteopa
ammMmaka, pacTBopbl NepeBoOAAT B MEPHble K06bl BMeCTUMOCTbIO 100 CM', CMbIBasi CTEHKM cTakaHa 10cm’
BObl, 406aBNSAOT N0 5CM’ pacTBOpa MOMNOLEHOBOKMC/IONO aMMOHUA U Janee NOCTYMatoT, Kak yKasaHo B
231

PacTBOPOM CpaBHEHWS CNYXUT PacTBOP KOHTPO/BLHOIO OMbITa.

Mo nofy4eHHbIM 3HaYEeHNAM ONTUYECKOI NNOTHOCTY CTPOSAT FPajyVPOBOYHIV rpagink B COOTBETCTBUM
¢ F'OCT 25086.

2.4 OO6paboTKa pe3ynbTaToB aHaIM3a

24.1 MaccoByto fonto KpeMHus (JT) B NpoLeHTax BbIYUCASIOT MO opmyne

«,100
X* ()
rge /9, —macca KpemMHuUA B pacTBOpe Npobbl, HalijleHHas No rpagyypoBOYHOMY rpaduKy, ;
T — Macca HaBecku, T.

2.4.2 HopMbl TOYHOCTW pe3ynbTaToB aHam3a

3HayeHUs XapaKTepPMUCTMK NOrPeLLHOCTM ONpeAeneHniA: LOoNyCKaeMble PacXoXaeHns pesy/bTaTos na-
pannensHbIX onpegeneHnii (d: — nokasaTenb CXOAMMOCTU) W Pe3ynbTaToOB aHanmM3a OAHOM M TOW ke
npo6bl, NOMYYEHHbIX B ABYX 1a6OPaTOPUSX MAW B OLHON, HO B PasnMyYHbIX YCoBusAX (Z) — mnokasatesb
BOCNPOW3BOAMMOCTM), U rpaHnLbl MOFPeLHOCT onpefenieHnii ([ —nokasaTenb TOYHOCTW) NpU AOBEPU-
TenbHOW BeposTHOCTK /,= 0,95 ykasaHbl B Tabnmue 1
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Ta6bnuupya 1

MaccoBas fona KpemHus. B XapaKTepuCcTiKa MOrpPeLLHOCTI ONpefeneHuin. %
d> D A
Ot 0.002 0 0.005 BK/HOY. 0.001 0.0015 0.0012
Cs.0,005. 0010 . 0.002 0,0030 0,0020
» 0,010 . 0,020 . 0.003 0.0050 0.0040

2.4.3 KOHTpO/b TOYHOCTM pesy/bLTaToB aHanmnsa

KOHTpPO/b TOYHOCTM pe3ynbTaToB aHavM3a NPOBOAAT MO rocyapCTBEHHOMY CTaHAapTHOMY 06pasLy B
cooteetcTBun ¢ FOCT 25086.

JonyckaeTcs NPoBOANTL KOHTPOJIb TOYHOCTM MO MeToay A06aBoK B cooTBeTcTBUM ¢ TOCT 25086.
[JobGaBkamn siBNISieTCA CTaHAapTHbIN pacTBop b.

3 ®oTOMETPMYECKNIA MeTOf onpeaeneHus KpemHus (npu maccosoi gone ot 0,005 %
no 0,060 %)

3.1 CyLHocTb MeToga

MeTof 0CHOBaH Ha 06pa30BaHNN OKPAaLLIEHHOMO B XXeNTbIli LIBET KPEMHUIA-MONNOAEHOBOIO KOMM/EKC-
HOrO COeAMHEHNS C NOCMeAYHOLMM M3MePeHNeM ONTUYECKON MAOTHOCTW pacraopa.

3.2 Annapatypa, peakTvBbl 1 pacTBOpbI

CneKTPOhoTOMETP UM KOMOPUMETP (HOTOXTEKTPUYECKMIA.

Kucnota cepHas —no FOCT 4204. pasz6aBneHHas 1:4.

AMMOHWIA .MonnbaeHOBOKMCAIA —no TOCT 3765, nepeKpucTann30oBaHHbI, pacTBOP C MaccoBOi
KOHUeHTpaumeid 100 r/abl\ XpaHAT B NONUITUNEHOBOW MOCY/JE.

AMMOHUIA HafcepHoKUcbIA —no FOCT 20478.

MarHuii  cepHoOKMCNbIli —7-BOAHbIA —no  TOCT 4523, pacTBOp C MaccOBOW KOHLEHTpauwuei
250 r/igml

["ocyaapcTBeHHbIe CTaHAapTHbIE 06pa3Libl, M3roToBNeHHbIe B cooTBeTCTBUM ¢ MTOCT 8.315.

CTaHfapTHble PacTBOPbI KPEMHUS:

PactBop A: roTtoBaT no 2.2.

PacTBop B: 50 cm4pacTBopa A NOMeLLalT B MEpPHYH K0nby BMecTMOCTbHO 100 cm] fonmBatoT BOAOM
[0 METKN 1 NepemeLLnBaloT; FOTOBAT MNepes NPUMEHEHNEM.

1cm’ pactBopa b cogepxut 0.05 Mr KpemMHMs.

3.3 MNpoBejeHve aHann3a

3.3.1 HaBecky maccoii 0,5 r momeluaroT B CTakaH BMecTUMOCTbo 200 cml go6asnsaoT 25 cmlBogpl,
CTakKaH MOMeLUalT B XO/I0AHYIO BOAY M [06aBAAT HebonbwmmMm nopuymsmu (no 0,5 cm) 7,5 cm5pacTeopa
cepHoii kucnoTbl (1:4). Mocne NOMHOTO PacTBOPeHWs HaBecku [06aBnstoT 1cmlpacTBopa CepHON KUCNOTbI
(1:4) n 0,1 r HagcepHOKMCIOro aMMoHms. Yepes 10 MUH COEPXXMMOE CTaKaHa MepPeBOAAT B MEPHYHO KONby
BMecTumocTbio 100 cm1 fobaatsaoT 5 cMlpacTBopa MOIMOAEHOBOKMCIOrO aMMOHUS, AONNBAOT BOAOW A0
MEeTKM 1 nepemelunBatoT. Yepe3 15 MUH M3MepAOT ONTUYECKYHO MIOTHOCTL pacTBopa Mpu AJIMHE BOJSHbI
400 HM. PacTBOpOM CpaBHEHUS CNYXMT PacTBOP KOHTPOJILHOMO OnbITa.

OkKpacka KOMMeKCHOro COeANHEH NS YCTONUMBA B TeveHune | u.

3.3.2 na npuroToBneHNUst pactBopa KOHTPOMLHOIO OMNbITa B MepHyt0 Konby BMectumocTbio 100 cm4
HanmBaloT 25 cM4BoAbl, fob6aaTaoT 1em* pactBopa cepHoi kucnoTbl (1:4), 0.1 r HafCepHOKMCNOro aMMOHNS
nyepe3 10 MMH —5 cM’ pacTnopa MOMH6AEHOBOKMNCNOro aMMOHMA. [lasiee NOCTynatoT, Kak ykasaHo B 3.3.1.

3.3.3 MNocTpoeHve rpagymMpoBOYHOro rpaguka

[usi NOCTPOeHNS rpagyvpOBOYHOIO rpaduka B CeMb U3 BOCbMW MEPHbIX K016 BMeCTUMOCTbIO 100 cm1
nomewwatot 0.5; 1.0; 2,0; 3,0; 4,0; 5,0; 6,0 cm' cTaHgapTHOro pacteopa b. uto cootsetctayeT 0,025; 0.050;
0,100; 0.150; 0.200; 0,250; 0.300 Mr KpeMHUS.

PacTBOp BOCbMOIA KON6bI AaTAETCA pacTNOPOM KOHTPOJIbHOTO OMbiTa.

Bo Bce konbbl NnpnbaBnsatoT 1cmlpacteopa cepHoit KucnoTel (1:4). 20 cm4pacTBopa CEPHOKMCIOro
MarHms. 5¢cm' pactsopa MOIHOAEHOBOKMCIONO aMMOHUSA 1 anee nocTynaroT, Kak ykaszaHo B 3.3.1.
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Mo NoMy4eHHbIM 3Ha4eHNAM ONTUYECKOV MNOTHOCTU CTPOAT rPady MPOBOYHbIA rpatink B COOTBETCTBUM
c MOCT 25086.

3.4 O6paboTka pe3ynbTaToB aHaNMN3a
3.4.1 MaccoByto 0/110 KpeMHMs (V) B NpOLeHTax BbIYMCNAKOT Mo (hopmyne

T=UHC, #)

rge TXx—macca KpemMHus B pacTBope Npobbl, HaligeHHas No rpagyvMpoBOYHOMY Fpadunky, T;
T — Macca HaBeckwm, T.

3.4.2 HopMbl TOYHOCTW pe3y/nbTaToB aHasm3a

3HayeHMs XapakKTepUCTVK NOrPELLHOCTY OMNpPeAeneHwii: [ONYyCKaeMble PACXOXAEHWNA pPe3ynbTaTos na-
pannenbHbIX onpegeneHnin (d, — nokasatenb CXOAMMOCTW) U pPe3y/bTaToB aHanu3a A1 Of4HON W TOWN e
npoobl, MoAyYeHHble B ABYX N1abOpaToOpusX WM B OLHON, HO B pPas3nMuHbIX ycnoBusx (D — nokasatenb
BOCMPOM3BOAUMOCTM), U [paHWHbI NOrpeLLHOCT onpegeneHnin ([ —nokasatenb TOYHOCTH) MpU JOBEPU-
TenbHOV BeposiTHOCTM P - 0.95 ykasaHbl B Tabnuue 2.

Tabnuua 2

XapakTepucTiika noipcmiiocTii OMpefeneHnii.
MaccoBas gons KpemHus. %

OT 0.005 go 0.015 BKAtOY. 0.002 0.003 0.002
CW. 0.015 * 0.060 . 0.003 0,005 0.004

3.4.3 KOHTpONb TOYHOCTUN pe3ynbTaToB aHanm3a

KOHTPONb TOYHOCTUN Pe3yNbTaToB aHaM3a NPOBOAAT MO rocyAapCTBEHHOMY CTaHLapTHOMY 06pasLy B
cootseTcTBun ¢ TOCT 25086.

[onyckaeTcs NpoBOAMTb KOHTPO/b TOYHOCTM MO MeTofy Ao6aBok B cooTBeTcTBUM ¢ TOCT 25086.

[ob6aBkamu SBNSeTCS CTaHAapTHbIA pacTBop b.

NH®OPMALWNOHHbBIE JAHHbIE

CCbI/TIOYHbIE HOPMATUBHO-TEXHWYECKWE JOKYMEHTbI

O603HaveHne HT/[. Ha Komep nyHKTa, O6oTHaueHne HTQ, Ha Homep nyHKTa,
KOTOpbIN flaHa ccblnka noAnyHKTa KOTOpbI AaHa ceblnka noAnyHKra
OCT 8.315-97 22:32 [OCT9428-73 2.2
[OCT 83—9 2.2 [OCT 20478-75 22:32
OCT 3760-79 12 [OCT 25086-87 11; 13.3; 24.3: 333,
OCT 3765-78 12:3.2 343
FOCT4204-77 2.2;32 "ocypapcTeeHHas dapma- 2.2
FOCT 4523-77 22,32 KoneH X
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