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rocyagAPCTUBEHTH HUGB R CTAHOAPT

HNKE/Tb. KOBANbLT
MeTog onpeaeneHns KpemMHus

Nickel. Cobalt.
Method for determination of silicon

[ara BseneHna 2003—07—01

1 O6nactb NpYMeHeHUs

HacTosawwnii cTaHaapT yCTaHaB/MBaEeT CNEKTPOPOTOMETPUYECKN METOS, ONpeseNneHns KPEMHUS npu
maccoBoii fone ot 0.0003 % go 0.05 % B nepsuyHOM Hukene no MOCT 849 u B kobanbTe no MOCT 123,

2 HopmaTuBHble CCbINKK

B HacTosLeM CTaH4apTe MCMOMb30BaHbl CChIZIKM Ha Cedytolme CTaHAapTbl:

rocT
rocT
rocT
roCcT
rocT
roCcT
rocT
rocT
rocT
rocTt
rocT
roCcT
rocT
roCcT
rocTt
1'0CT

83—79 Hatpwii yrnekncnblit. TexHUYecKne ycnosus

123—98 KobanbT. TeXHUYEeCKne ycnosus

849—97 Hukenb nepBuyHbIA. TeXHUYECKUe YCnoBus

3118—77 Kwucnota congHas. TexXHUYecKue ycnosus

3652—69 Kwucnota nMMOHHas MoHormapaT u 6e3sogHas. TexHUYeckue ycnoBus
3760—79 AMMMaK BOAHbIA. TeXHUYECKME YCI0BUS

3765—78 AMMOHWI MONNGEHOBOKUCLIA. TeXHUYECKMEe yCnoBus

4204—77 Kwucnota cepHas. TeXHUYeCKue ycnoBus

4461—77 Kwucnota a3oTHas. TeXHUYeCKue ycnosus

6006—78 ByTaHon-1. TexHN4YecKune ycnosus

9428—73 KpemHus (1V) okeunpg. TexHUYeckue ycnosms

11125—84 KucnoTta a30THas 0C060i YMCTOTbI. TeXHUYECKNE YCNoBUS
13047.1—2002 Hukenb. KobanbT. Obwwme TpeboBaHMS K MeTOLaM aHanim3a
14261—77 KwncnoTta consiHas 0co60i YMCTOThbl. TeXHUYECKre yCnoBms
18300—87 CnupT 3TUNOBLINA PEKTU(UKOBAHHBIA TEXHUYECKUIA. TeXHUYECKMe YCIoBus
24147—80 AMMUWaK BOLHbIV 0CO60W YACTOTbI. TeXHUYECKWe YCnoBus

3 O6wme TpeboBaHWA K TpeboBaHMA 6e30NacHOCTU

O6uyMe TpeboBaHMS K METOf|aM aHanusa 1 Tpe6oBaHus 6e30MacHOCTV NpK NpoBeAeHUN paboT —no
FOCT 13047.1.

4 CneKTpohOTOMETPUYECKNIA METO[

4.1 Metog aHanm3a

MeToz ocHOBaM Ha M3MepeHWW CBETOMOr/IOWEHNS Npu AnnHe BonHbI 610—810 HM pacTBopa KOM-
MNEKCHOT0 KpPeMHeBOMONMGAEHOBOr0 COeAMHEHWS, BOCCTAHOBMIEHHOrO [ABYX/IOPUCTbIM 0/10BOM, MOC/e
NpeABapuTe/IbHOTO 3KCTPAKLMOHHOIO 13B/IeYeHUs BYTUIOBLIM CNIMPTOM W3 CPefdbl @30THON KUC/OTI.

M3naHne oguumanbHoe
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4.2 CpeficTBa MU3MePeHWiA, BCrioMorare/ibHble YCTPOWCTBa, MaTepuasbl, PeakTviBbl, PacTBOPbI

CnekTpodhoTOMeTp MAM (hOTO3NEKTPOKONOPUMETP, 06ecneyvnBatoLLMini NPoBEAeHNE W3MEPEHUI B
AvanasoHe gnmm BosiH 590-620 nnn 800—820 mm.

pH-meTp (MOHOMep), obecneynBatoLWNiA MPOBEAEHNE M3MEPEHWIA B gnana3oHe pH oT | go 2.

Kucnota asotHas no [FOCT 4461, npu Heo6XO4MMOCTM OYULLEHHAs MEepPeroHKoi, mam no
FOCT 11125, pas6aBneHHas 1.1 n 1:2.

Kucnota cepHas no FOCT 4204. pas6aBneHHas 1.9.

Kucnota consHas no TOCT 3118 unu npu Heobxogumoctn no FOCT 14261, pas6asneHHas 11

KucnoTta numonHHas no FOCT 3652, pacTBop MaccoBoi KoHueHTpauun 0,5 r/cm3,

CnnpT 3TUNOBLIA PEKTU(UKOBAHHbIA TexHWuYeckuii no FTOCT 18300.

Ammunak BogHbliA no FOCT 3760 unu npy Heobxoammoctu no MTOCT 24147. pas6aBneHHbld 1:1.

®dunbTpbl 06e3401eHHbIE N0 (1] uan gpyrve NAoTHbIE (UNLTPbI.

AMMOHMIT MonmbaeHoBokucnblii no TOCT 3765, nepeKpHCTaNIM30BaHHbIA U pacTBOP MacCcOBOIA
KOHUeHTpaummn 0,1 r/cm3

[ns nepekpuctannmsaumMm B cTakaH BMeCTUMOCTbIO 600 unm 10(H) cM3 nomeLaroT HaBeCKy MOANG-
[EeHOBOKMCNOro aMMoHus maccoit 70.0 1, npunmnsaioT 400 cm3 BOAbl, PacTBOPAKOT NpW HarpeBaHUW [0
70—80 "C, unbTpyroT ropsumii pactBop uepe3 uabTp (6enas MAM CUHAS NieHTa), (UNbTPAT CHOBA
HarpeBsatoT ¥ ropsaunin pacteop uabTpytoT. K ropsyemy pactsopy npunmsatoT 250 cM33TUN0BOro CNupTa,
OXJTKAAOT, BblAEPXXMBAKOT He MeHee 14 1 OT(MIbTPOBLIBAOT KPUCTANTMYECKNIA OCafoK Ha hapdpopoByto
(OUNLTPYIOLLYIO0 BOPOHKY. OcafoK NpoMbIBaloT 2—3 pasa 3TWU/I0BbIM cnupTom nopuuamm no 20—30 cm3 u
BbICYLLUMBAIOT Ha BO3AyXe.

Hatpuii yrnekucnbiii no FOCT 83, pacTBop MaccoBoil KoHueHTpauun 0,05 r/cm3

OnoBo [BYX/IOPMUCTOE MO |2|, pacTBOP MaccoBoi KoHLeHTpauun 0,02 r/cm3 B COMSIHOW KUCNOTE,
pas6aBneHHoin 1:1.

MpombIBHON pacTBop: cMelumBatoT 50 cM3 cepHOW KucnoTel, pasbaBneHHoin 1:9, n 3 cm5 pacTBopa
MOANGAEHOBOKNCIOrO aMMOHMS.

CnupT 6yTrnoBbii no TOCT 6006.

Okeug kpemHus (1V) no TOCT 9428.

HaTpuii kpeMHekucnblli 9-BoaHbIN no [3).

PacTBOpbl KPEMHUA M3BECTHOWM KOHLEHTpauuu.

PacTtBop J1 maccoBoil KoHue>rrpauuy kpemHus 0.0001 r/cmM3 u3 KpeMHEKWCI0ro HaTpusi: HaBecKy
KPEMHEKMCNoro Hatpus maccoit 0.5056 r nmomeLLaroT B CTakaH W3 itoponnacta Win Yalliky u3 nnatuHel,
pacTBOPSOT Mpu HarpesaHun B 20 CM3 pacTBopa YreKUCIONro HaTPUA, OXNaXAAaloT, NepeBoasaT pacTBop
B MepHyl Konby BMecTuMOCTbio 500 cm3 [onMBalOT LO MeTKM BOAOW W MepenvBatoT B mocygy W3
MoJIM3aTUNEHa.

PacTBop A MaccoBoil KOHLUeHTpauun kpemHus 0.0001 r/cm3 u3 okcmpga kpemHus (IV): Hasecky
okcuga kpemuus (1V) maccoid 0,1070 r nOMeLIalOT B NAATUHOBLIA TUreNb, NPMBaBAAT 2 I YIEKUC0ro
HaTpus, MepemeLLUMBalOT U CMIaBAST B My(genbHON neun npu Temnepatype 1000—1100‘C B TeueHwe
20—25 MUH. Turenb OXNXJAKOT, OMOMACKMBAKOT CHAapPY>W BOJONM, MOMeLIAtOT B CTakaH BMECTUMMOCTbIO
250 cm3 nmpunmeaoT 80—100 cm3 BOAblI M pacTBOPAIOT pacnsas npu Temnepatrype 60—70 *C. Pactsop
OX/TXAAI0T U MEePeBOAAT B MepHYIO Konby BMecTUMOCTbIO 500 cm3

PactBop b MaccoBoil KoHUeHTpauuu kpemHus 0,000005 r/cm3: B MepHYIO KO/1by BMECTUMOCTbIO
100 cm3oTbMpatoT 5 cM3 pacTBopa A, JONMBAKOT A0 METKM BOAON W NepenuBatoT B MNOCYAY M3 NONNITU-
neHa.

4.3 TloaroToBka K aHanusy

[na rpagyvpoBOYHOro rpaguka B cTakaHbl BMecTMMOCTbO 100 cm3 otéupatot 0.5; 1,0; 2.0; 4.0;
6,0 cm3 pacteopa b, npunueatoT 70—80 cM3 BoAbI 1 fanee NocTynaroT, KakK yKa3aHo B 4.4.2.

Macca KpemMHUs B pacTBopax A/ rpagyvmpoBoyHoro rpagmka coctasnset 0.0000025; 0.0000050;
0,0000100; 0,0000200; 0,0000300 r.

Mo 3HayeHWsM CBETOMOr/OWEHNS PAcTBOPOB WM COOTBETCTBYIOLMM MM MaccaM KpemHUs CTPOST
rpasyvpoBOYHbIA rpatiuk ¢ Y4eTOM 3HauYeHWs CBETOMOI/IOWEHNA pacTBopa, NOArOTOBNEHHOrO 6e3 BBefe-
HVA pacTBopa KpemHus.

4.4 TposedeHvie aHanu3a

441 BcTakaH uUnu YallKy U3 KBapLieBOro CTeK/a, CTEKIOYriepoda uim U3 groponsacra nomewlaroT
HaBecKy npobbl Maccoil B COOTBETCTBMM C Tabnuueid 1

2
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Tabnuuya 1—Ycnosus NogroToBkU pacTBopa Npobbl

O6bemM aMKBOTOM YacTu pacTeopa.

Maccosas gonsa KpemHusa, % Macca HaBeCKW npoyHa, T om*
Ot 0.0003 go 0.003 BK/HOH. 1,000 Becb pactsop

Cs. 0003 » 0.010 » 1.000 5

0.010 * 0,050 . 0.500 10

Mpoby pacTBOpAOT Npu HarpeBaHuy B 15—20 eM' a30THON KMUCNOTbI, pa3daBneHHOW 1:1. KMNATAT
2—3 MVH ¥ OXNaXaatoT.

Mpy maccoBoit gone kpemHus cabiwe 0.003 % pacTBOP NEpPeBOAAT B MEPHYHO KON6GYy BMECTVMOCTHHO
100 cM5, gonmBatoT 0 METKM BOAOW U B CTakaHbl BMeCTUMOCTbi0 100 cM’ OT6MpPatOT afMKBOTHYH 4acTb
pacTBopa 06beMOM B COOTBETCTBMM C Tabnuuein 1

K pactBopy vmnu ero annMkKBOTHOM YacTn npunveatoT 70—80 cM3 Bogbl, YCTaHaBMBarT pH pacTeopa B
npegenax 1,5—1,7 no pH-MeTpy amMmuakom, pas6aBneHHbIM 1:1, AWM CepHOA KWUCNOTON, pasbaaTeHuoid 1:9.
PacTBop nepeBogAT B feNUTE/bHYO BOPOHKY BMECTUMOCTbLIO 250 cM', AaT mBatoT Body Ao 100 cMm’, npunmnsarot
6 cm' pacTBOpa MOMGAEHOBOKMCIONO aMMOHMSA, BblAepXXmBaroT 10 MWH, NPUANBAOT 2 CM' pacTBOpa MMMOH-
HOI KMcnoThl, 5 ¢cM' 6yTMNOBOro CNMpTa 1 NepemMeLLnBatoT B TeyueHmne 30 ¢. K pacTBOpy B BOPOHKe NPUANBAtOT
20 cv* a30THOI KUCNOTbI, pasbaBneHHon 1:2, 15 cM* ByTWIOBOrO CNUpTa M 3KCTParvpyroT B TedeHne 1 MuH.
Mocne paccnoeHns a3 BOAHYHO (ha3y CAMBAIOT B APYrYHO LennTeNbHYI0 BOPOHKY BMECTUMOCTbIO 250 cM*, a
OpraHnyeckyto (hasy nepeHOCAT B fieNINTENbHYIO BOPOHKY BMeCTMOCTbIO 100 cM5 K BOAHON (hase NpunvBaroT
10 cM* 6YTVI0BOrO CNMpPTa U MOBTOPSAIOT 3KCTPaKLMIO. IKCTpakumo 10 cv* 6yTnnoBOro cnupta NoBTOPSHOT
ele pas. BogHyto hasy oT6pachiBatoT, a OpraHMyeckume (asbl 06beanHAIOT. K opraHnyeckoii thase npuamsatoT
50 cM* NpOMbIBHOTO pacTBopa M NepeMeLLVBatoT, nepeBopaunBas BOPOHKY 20—25 pa3. BogHyto a3y oT6pa-
CbIBAIOT. & OPraHWMYecKyto NepeBoaAT B CYXyH MepPHYHO Ka3by BMecTUMOCTbIo 50 eM\ nprnbasnsatoT 2—3 kanam
pacTBopa fiByX/I0pUCTOro 0/10Ba U [aTUBAOT 0 METKW 6YTUNOBLIM CMIUPTOM.

4.4.2 13vepsA0T CBETOMOI/OLENMe pacTBopa Ha CMeKTpotoTOMeTpe Mpu AnvHe BoAHbl 810 wnn
610 HM unM Ha OTO3NEKTPOKONOPUMETPE B AMana3oHe AiMH BoAH 590—630 HM, UCMOMb3ys B KayecTBe
pacTBopa CpaBHeHMs BYTWIOBbINA CIMPT W KIOBETHI TONLWMHON NOr/0LWaroLLero cnos 3 cu.

Maccy KpeMHWs B pacTBOpe Npo6bl HaXOAAT MO rPajyvpOBOYHOMY rpaduKy.

4.5 O6paboTka pe3ynsLTaToOB aHaamM3a

MaccoByto Jo/it0 KpeMHUA X, %, BbIYUCAAIOT MO opmyne

00. @)

rfje Mn—macca KpeMHUs B pacTBope npobsl, T;
AlK—Macca KpemMHUs B pacTBOPe KOTITPO/IbHOIO OMbITa, T;
M —Macca HaBeCcKu npobbl, T;
K —ko3th(puumeHT pasbasneHns pactsopa npobbl.
4.6 KOHTpO/Ib TOYHOCTM aHanm3a
KOHTpO/b METPO/IONMYECKUX XapaKTepUCTUK pe3ynbTaTtoB aHanm3a nposogaTt no MFOCT 13047.1.
HopmatuBbl KOHTPONS M NOTPeLIHOCTb MeTOAa aHanusa npusedeHbl B Tabnuue 2.

Tabnkua2 —HopmatuBbl KOHTPOAA M MOrPeLHOCTb MeTO4a aHanmnsa

B npoueHTax
MaccoBas gonu Aonycp'::z;'\iﬂt::lrz E)?]c:g;(f%m pacxo»'?'::Hy;:a;g;beamB Aonyckaemble Mapewrocty
KpemHus napannefnbHbix Tpex napanienbHbIX PacxXoXAeHNA ABYX MeToAa
. pesynbTaTtoB aHanusa D aHanusa Ji
onpeaenexHnii onpejeneHnmn

0.00030 0,00010 0,00012 0.00020 0.00014
0.00050 0,00015 0.0001S 0,00030 0.00021
0.00100 0.00020 0.00024 0,00040 0.00028
0.0030 0.0005 0.0006 0.0009 0.0006
0.0050 0.0007 0.0009 0.0014 0.0010
0.0100 0.0015 0.0018 0.0030 0.0021
0.030 0,003 0.004 0,006 0.004
0.050 0,005 0.006 0.009 0.006
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MPUNOXEHWE N
(cnpaBo4Hoe)

Bubnnorpadgms

1| TY 6-09-1678 —95* ®unbTpbl 06€3301eHHbIe (KpacHasi, 6enas, CUHAN NEHTbI)
|2| TY 6-09-5393—88 Onoso (1) xnopug 2-8ogHoe (0710BO ABYX/IOPHCTOE)
|3] TY 6-09-5337—87 Hatpuii MeTacuiukat 9-Bo;WblA (HATPUIA KPEMHEKWC/TbIV METa)

* [eiicTByeT Ha Tepputopum Poccuiickoii depepauun.

YK 66924/.25:543.06:006:354 MKC 77.120.40 B59 OKCTY 1732

KntoueBble CloBa: HUKeNb, KOGANbT, KPEMHWIA, XUMUYECKNIA aHaNM3, MacCoBas 0N, CPeacTBa U3MepeHWii,
pacTBop, peakTuB, Npo6a, rpafyMpoBOYHbI rpaduk, pe3ynbTaT aHaam3a, NorpeLHoCTb, HOPMAaTUBbI KOH-

Tpons
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