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rocy apAPGC CTBEHH bl W CTAHOAPT

PEAKTVBbI
MeTog onpegenieHnss NPUMECU KPeMHEKNCOThbI

Reagents. Method for determination of silica impurity

Jata BBegeHna — 2018—01—01

1 Ob6nactb NpUMeHeHus

HacToAwwmin cTaHgapT pacnpocTpaHAaeTCcs Ha XMMUYeCKne peakTWBbl U ycTaHaBNMBaeT MeTof onpefje-
NEeHns NpUMecy KpeMHEKMCNOTbl B HEOKPAaLLlEeHHbIX pacTBopax peakTUBOB MO OKpacke MOAM6AeHOBON CUHU C
NPUMEHEHVEM B KayeCTBe BOCCTAHOBUTENSA:

- xenesa (ll) ammoHuA cynbarta rekcarngparta (conb Mopa) — cnocob 1;

- MeTo/1a — cnoco6 2;

- 2-BogHoro xnopuga onosa (ll), nocne sakcTpakumm B opraHmyeckyt ¢asy — cnocob 3;

- 2-BogHoro xnopuga onosa (lI) — cnoco6 4.

CTtaHfapT He pacnpocTpaHsaeTcs Ha CoeAUMHEHUS KpeMHus, cepebpa n pTtopmnaos.

2 HopmaTtuBHble CCbISIKA

B HacToAWweM cTaHgapTe MCMNo/sib30BaHbl HOPMATUBHbLIE CCbIJIKM Ha criefylouine MexXrocygapcTBeHHble

cTaHfapThbl:
roCT

1770 (MCO 1042—83, CO 4788—80) Mocypa mepHasa nabopatopHaa cTeknsHHasa. LununHa-

pbl, MEH3YPKU, KONBbI, NPo6GUpPKU. O6LLMe TEXHUYECKME YCNOBUS

roCcT
rocT
rocT

3118 Peaktusbl. Kncnorta congHasa. TexHu4eckme ycnosus
3765 PeakTtnBbl. AMMOHUIT MONMOAEHOBOKUCbIA. TEXHUYECKUEe yCcrioBus
4204 PeakTtuBbl. Kucnorta cepHas. TexHu4yeckue ycnosus

FOCT 4212 PeakTtubl. MeToAbl NPUroTOB/IEHWA PAcTBOPOB A/19 KONOPUMETPUYECKOTrO U Hedenome-
TPUYECKOro aHanunsa

rocT
rocT
roCcT

4234 PeakTuBbl. Kanuii xnopucTblii. TeXHUYeckue ycnosus
4328 PeaktuBbl. HaTpus rugpooknch. TeXHNYECcKne ycrioBus
4517 PeakTtuBbl. MeToAbl NPUrOTOB/IEHUA BCNOMOraTe/ibHbIX PEakTUBOB U PacTBOPOB, NMPUMEHS-

€MbIX Nnpn aHannse

roCT
FOCT
FOCT
roCT
FOCT
FOoCT
rOCT
FOCT
FOoCT
roCT
FOCT
pasmepbl

4919.1 PeakTuBbl 1 0c060 4ynCTble BelwecTBa. MeToAbl NPUTOTOB/IEHUA PacTBOPOB WHAUKATOPOB
6006 Peaktmsbl. bByTaHon-1. TexHuyeckme ycnosusa

6016 PeakTtubl. CnupT M306YTUMOBLIA. TEXHUYECKME YCNOBUSA

6259 PeakTusbl. NuuepuH. TexHnyeckue ycnosus

6709 Bopa auctunnuposaHHas. TexHuyeckue ycrosus

6995 PeaktuBbl. MeTaHO/1-a4. TexHU4Yeckne ycnosus

10671.0 PeakTuBbl. O6WMe TpeOOBaAHMA K METOAAM aHanM3a npumeceil aHMOHOB

18300 CnupT 3TU/IOBbIN PEKTUUKOBAHHBIA TEXHUYECKUA. TEXHUYECKNe ycnoBna*

22180 PeakTtuBbl. Kucnota wasenesas. TeXHUYECKMe ycroBus

24147 AMMMaK BOAHbIA 0COBON YNCTOTbI. TEXHUYECKMNE YC/IOBUSA

25336 lMocypa u obopypoBaHue nabopaTopHble CTEK/sHHble. Tunbl, OCHOBHbIE MapameTpbl U

* B Poccuiickoli ®egepaumnn gelicteyet IOCT P 55878—2013.

M3paHne oduuymanbHoe
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FOCT 25664 Meton (4-meTunamuHodeHoN cynbart). TexHnyeckme ycnoBus

FOCT 29169 (MCO 648—77) Mocyna nabopatopHasa cTeknsiHHasA. MNMuneTku ¢ 04HON OTMETKOWA

FOCT 29251 (NCO 385-1—84) lNocyma nabopatopHasa cTeknsiHHasa. bropetkn. Yactb 1. Obwme Tpe-
60BaHuA

MpumMmevyaHne — [lpy NONb30BAHUM HACTOALLMM CTaHAAPTOM LEenecoobpasHo NpoBepuThb AeCTBUE CCblnoy-
HbIX CTaHAAPTOB M KnaccudkaTopoB Ha othuLMaibHOM MHTEPHET-caiiTe MeXrocy4apcTBeHHOro coBeTa Mo cTtaHAapTu-
3aumn, MeTposiorum 1 ceptTucbmkauum (Www.easc.by) wam no ykasatensiMm HauMOHa/lbHbIX CTaHA4apTOB, M3JaBaeMbiM B
rocyaapcrBax, ykasaHHbIX B MPEAUCNOBUM, WM Ha OhuLMasbHbIX caliTax COOTBETCTBYIOLWMX HaLMOHa/IbHBIX OpPraHoB Mo
CTaHaapTu3aumn. Ecim Ha OKYMEHT AaHa HeflaTMpoBaHHas CCblika, TO cnefyeT UCNoMb30BaTh AOKYMEHT, AeACTBY LM
Ha TEKYLUMA MOMEHT, C YYETOM BCEX BHECEHHbIX B HEr0 U3MeHEHWA. Ecnv 3aMeHEeH CCbINIOYHbIA JOKYMEHT, Ha KOTOPbIi
[aHa jaTupoBaHHasi CCblika, TO CnefyeT MUCMoMb3oBaTb yKasaHHY BEpPCUI0 3TOro AoKyMeHTa. Ecnv nocne npuHSATUS
HaCTOSILLErO CTaHapTa B CCbUIOYHbIA AOKYMEHT, Ha KOTOPbIA AaHa AaTMpOBaHHas CChlika, BHECEHO M3MEHEHVe, 3aTpa-
rMBaoLLiee NnosiokeHVe, Ha KOTOPOe AaHa CCblIka, TO 3TO MOJSIOKEHNE NMPUMEHSIETCA 6e3 yyeTa AaHHOTO U3MeHeHus. Ecnm
[LIOKYMEHT OTMeHEH 6e3 3aMeHbl, TO MOJIOKEHME, B KOTOPOM [aHa CCbIsIKa Ha HEro, NPUMEHSIETCS B YacTu, He 3aTparvBa-
IOLLEe 3TY CCbUTKY.

3 O6uwuye TpeboBaHUSA

3.1 O6wume TpeboBaHua Kk metogam aHannza — nolfOCT 10671.0.

3.2 [lonyckaeTcsa NpuMeHeHue LPYrMX CPeACTB U3MEPEHUS C METPOSIOTMYECKUMU XapakTepucTnkamm n
060pYy0BaHNA C TEXHUYECKUMU XapaKTEPUCTUKAMMN He XyXe, a Takke peakTUBOB, MO Ka4yeCTBY He HWXe yKa-
3aHHbIX B HaCTOSALWEM cTaHgapTe.

3.3 Macca KpeMHeKUCNoTbl B HABECKe aHanu3npyemoro peaktnsa [o/KHa 6biTh:

- 0,005—0,050 mr npu onpegeneHnn no cnocoby 1,

- 0,010—0,100 mr npu onpegeneHnn no cnocoby 2;

- 0,010—0,050 mr npu onpegeneHnn no cnocoby 3.

3.4 Macca npumecu gpocchaToB B HaBeECKe aHa/IM3NPYEMOro peaktuBa He AOJ/IXKHa npeBbiwaTtb 0,5 wr.

3.5 MpumeHsaeMmblii cnocob 1 HeobxoavMble YC/10BUA onpejenieHnsa npegycMarpuBaoT B HOPMaTUBHOM
JOKYMEHTEe WM TEXHUYECKOW AOKYMEeHTauun Ha aHannm3mpyemblil peakTus.

3.6 doTomMeTpuyeckme onpegenieHMsa NPoBOAAT Ha POTO3/IEKTPOKOSIOpUMETpax MAN cnekTpodoTome-
Tpax npu COOTBETCTBYWOLWMX ASIMHAX BOMH. [Mpn pasHornacusax B OLEHKE MacCOBOW [OAN KPEMHEKUCO0Tbl
onpefeneHne nNpoBoAAT Ha cnekTpodoToMeTpe.

3.7 lMpu Bu3yanbHOM onpegeneHnun, kpome cnocoba 4, roToBAT TPU pacTBopa cpaBHeHus. B nepsom
pacTsope mMacca npumecu KPeMHEeKMC0Tbl COOTBETCTBYET HOPME, BO BTOPOM COCTaB/IfieT NMOSIOBUHY HOPMbI,
B TpeTbeM — [B€ HOpPMbl. ECnn macca KpeMHEKMCNOoTbl B pacTBopax CpaBHeHWs (NOSI0BUHA HOPMbl WU [Be
HOpMbI) He yknajblBaeTcs B npefesbl, ycTaHOBMEHHbIe B 3.3, TO A4/19 MUHUMANbHOW HOPMbl HE TOTOBAT BTOPOi
pacTBop, 418 MakCMMasbHOW — TpeTuid.

4 AnnapaTypa, peakTuBbl 1 pacTBoOpbI

CnektpodoTomeTp unm hOTO3NEKTPOKOIOPUMETP Ntoboro Tuna.

MoHoMep, npefHa3HavYeHHbIli AN U3MepeHnss akTUBHOCTU MOHOB Bogopoaa (pH).

BbaHa BogaHas.

BiopeTka 2-1-2-10-0,05 no NOCT 29251.

BopoHka BA-1(2)— 100 nnn BA-3— 100 XC no NOCT 25336.

Konbbl 2—25(50)—2, 2— 100(1000)—2 no NOCT 1770.

Konba KH-2—50(100)—22(34) no NOCT 25336.

Munetkn 1-1-2(5,10,20,25) no FOCT 29169.

LUunuHpp 2(4)—50(25)—2 no NOCT 1770.

AMMMaK BOAHbI, pacTBOp C MaccoBoi fonein 25 %, He cogepxalwmnii guMokcnga yrnepoga; rotoBaT no
FOCT 4517. [lonyckaeTcs NPUMEHATb aMMMUaK BOAHbIA 0co60ii unctoTbl no FOCT 24147, ocy. 25—5.

AMMOHMIA rentamonu6gat (VI) 4-BogHbI ANA akpUAOHUTPUAA WANW aMMOHWIA MOINBAEHOBOKUCbI
4-BoaHbIn no TOCT 3765, X. 4., pacTBOp B CEPHOI KUC/IOTE C MaccoBoW gonei 5 % (rotoBAT no F'OCT 4517) u
pacTBOp C MaccoBoi gonen 2 %.

BydhepHblii pactBop ¢ pH (1,2 + 0,2) roToBAT cneaywmum obpasom: 1,86 r xnopuctoro kanus n 6,2 cm3
KOHUEHTPUPOBAHHOW CO/MIAHOM KUCAOTbl MOMELLAT B MEPHY K016y BMecTuMocTbio 1000 cm3, pacTBOPSAIOT B
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BO4e, AOBOAAT 06beM pacTBOpa BOAON A0 MeTKM U nepemelunBaloT. KoHTponb pH npoBogAaT Ha yHuBepcab-
HOM MOHOMepe.

Bopga guctunnmnposaHHas no N'OCT 6709.

FnnuepuH no NOCT 6259.

Kanuii aucynbdut (Kanuin CepHUCTOKUCbI NUPO).

Kanuii xnopuctolii no FOCT 4234.

Kucnota cepHas no NOCT 4204, pacTBOpbl C MaccoBoi goneii 5 %, 20 % n 40 %; rotoBAT no FOCT 4517.

Kucnota consHasa no NOCT 3118, KOHUEHTpMPOBAHHAsA WU pacTBOpblI C MaccoBoi gonein 20 % n 0,4 %.

Kucnota wasenesas no NOCT 22180, pacTBop ¢ maccoBoli goneii 6 %.

MetaHon-a4 no FOCT 6995.

MeTon (4-metnnammnHoeHon cynbdart) no FOCT 25664.

Hatpus rugpooknce no NOCT 4328, pacTBOp ¢ maccoBoi gonei 27 %; rotoeAT no NOCT 4517.

Onoso (Il) xnopug 2-8o4HOE, pacTBOpP MONAPHOIM KOoHUeHTpauum ¢ (SnCl2 «2H20) = 0,01 monb/gm3; ro-
TOBAT cnegyrowmum obpasom: 0,30 r 2-BogHoro xnopuga onosa (1) pacteopsaT B 100 cm3 ravyepuHa.

n-HutpodheHon (MHAankaTop), pacTBop ¢ maccoBon gonen 0,2 %; rotoBat no NOCT 4919.1.

MeHTamMeTOKCUMKpacHbIA (MHAMKATOP), pacTBOp B MeTaHose ¢ MaccoBoi gonein 0,1 % wnu TponeonuH 00
(vHgukaTop), pacTBop ¢ maccoBol gonei 0,04 %.

PacTBop MaccoBoOil KOHUeHTpauun kpemHekucnotbl Si02 1 mr/cm3; rotoBaT no NOCT 4212. CooTBeT-
CTBYHOLW MM pa3baB/ieHneM roToBAT pacTBOp, MaccoBoi KoHueHTpauun 0,01 mr/cm3Si02. PazbaBneHHblli pac-
TBOP NMPUMEHSAIOT CBEXENPUTOTOB/IEHHbIM.

Peaktnes A; roToBaT cnegywowum obpasom: 5,00 r MONM6LEHOBOKACIOIO amMMOHWUSA PacTBOPSAOT B
100 cm3 pacTBOpa CEPHOIN KMCNOTblI C MaccoBoi gonei 5 % B mepHoli konbe BmecTtuMmocTbio 100 cm3 n nepe-
MelwnBaT. PacTBop rogeH B tevyeHune 4 cyr.

Peaktus b; rotoBaT cnegywwum obpasom: 0,20 r meTtosa pactesopsatoT B 80 cm3 BoAbl B MEPHOR Konbe
BMecTMMOoCTbio 100 cm3, npubasnsatoT 20,00 r gucynbduta kanvs, 06bem pacTsopa AOBOAST BOAON A0 METKU
M nepemMelwmnsalT. PacTBop rogeH B TeyeHune 4 cyr.

Xeneso (Il) ammoHusa-cynbgart rekcarngpat (conb Mopa), pactBop ¢ maccoBoi goneii 10 % B cepHoi
kncnote; rotoBaT no NOCT 4517.

BytaHon-1 no NOCT 6006 nnu cnupT n3o6yTmnosbliin no FOCT 6016.

CnupT 3TUIO0BbLI PEKTUPUKOBAHHbIA TexHundyecknii no FOCT 18300, BbiCcWNii COPT.

5 OnpepgeneHne no cnocoby 1

5.1 doTomeTpuyeckoe ornpeneneHue

5.1.1 TocTpoeHne rpagympoBOYHOro rpacurka

FoTOBAT pacTBOpPbl cpaBHeHUA. [1na 3TOro B MepHble Konbbl BMeCTUMOCTbIO 50 cm3 Kaxaas nomeLiarT
pacTBop*, uTo cooTBeTcTByeT 0,005; 0,010; 0,020; 0,030; 0,040 1 0,050 mr Si02, LOBOAAT 06BEMbI pacTBOPOB
Bogon Ao 20 cm3 1 nepemelunBaoT.

OAHOBPEMEHHO TOTOBAT KOHTPO/IbHbI pacTBoOp, He coaepxawmin Si02.

B kaxpablii pactBop npubasnsioT 0,5 cmM3 pacTBopa CepHON KMCNOTbl C MaccoBoi gonen 20 %, 1 cm3
pacTBopa M0OnM64EHOBOKMC/IOTO aMMOHMWSA C MaccoBoil foneii 5 % B cepHOli KMCNOTe M nepeMelinBarT. Ye-
pe3 10 mvH npu6aBnsAwT 1 cm3 pacTBopa waseneBoit kucnotol, 0,5 cM3 pacTBopa connm Mopa, nepemelLvBas
pacTBopbl nocsie npubaBneHns Kax[oro peaktvmsa, 40BOAAT 06beMbl pacTBOPOB BOAOWN A0 METKM M nepeme-
LMBaloT.

OnTuyecky NAOTHOCTb PacTBOPOB CPaBHEHWS M3MEPAT Ha (POTO3NEeKTPOKOoSopuMeTpe No OTHOLWe-
HUIO K KOHTPO/IbLHOMY pacTBOpPY Npu ANNHE BOHbI 650— 670 HM MAn Ha cnekTpodoToOMeTpe Npu A4NVHE BOJIHbI
810 HM, B KHOBETax C TOJILMHONM noraouwarwLuero cBet cnos pacrtesopa 50 mm.

Mo NoNy4YeHHbIM AaHHbIM CTPOAT rPagynmpoOBOYUHbI rpaduk.

5.1.2 TpoBeaeHue aHanm3a

20 cM3 HeTpanbHOTo aHaM3MpPyeMoro pacTteopa (B c/lydae He06X0AMMOCTM HelTpanmsaymm aHanmsu-
pyemoro pactBopa NpUMEHSAI0T pacTBOp CEPHON KMCNOTbl C MaccoBoi gonein 20 % wunm pacTtBop ammuaka B
NPUCYTCTBMM OLHON-ABYX Kanenb pacTBOpa N-HUTpOgeHoa NoMeLlarT NMNeTKolW B MEepHY Kosby BMecTu-
mMocTbio 50 cm3, npubasnsaT 0,5 cm3 pacTBOpa CEpHOW KUCNOTbl C MaccoBoi gonein 20 %, 1 cm3 pacTBOpa

* MaccoBoli koHUeHTpauum 0,01 mr/cm3 Si02 o6bemom 0,5; 1,0; 2,0; 3,0; 4,0 n 5,0.
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MONM64EHOBOKMCIOIO aMMOHNSA C MaccOoBOW fonen 5 % B cepHoli kucnoTte n nepemewmnsatloT. Yepes 10 MuH
npubasnsawT 1 cm3 pacTBopa waseneson kucnotel 1 0,5 cm3 pactBopa conu Mopa, nepemelinsas pacTsop
nocne npubaBneHns Kaxgoro peaktmea. 3atem A0BOAAT 06beM pacTBopa BOAOW A0 METKM M CHOBa nepeme-
LUMBatoT.

OnNTnYecky NAOTHOCTb aHasM3npyemoro pactBopa M3MepsT MO OTHOLWEHUI0 K KOHTPOJIbHOMY pac-
TBOPY, NPUrOTOB/IEHHOMY OAHOBPEMEHHO TakK Xe, Kak npyv NOCTPOeHUU rpafympoBOYHOro rpaduka. Mo nony-
YEHHOMY 3HAYEHMK ONTMYECKONM MMOTHOCTU, NOJb3ysACh rpacukom, HaxoAasaT maccy Si02 B aHaIM3NMPyeEMOM
peakTuBe B Muaaurpammax.

Okpacka ycToiiuMBa B TeYeHue 6 u.

5.1.3 O6paboTka pe3ynbTaTtoB

3a pesynbTaTt aHanusa NpuHUMAaKT cpegHeapudmMeTuyeckoe 3HayeHue pesynbTaToB Tpex napannenb-
HbIX OnpeAeneHnii, OTHOCUTENIbHOE PacX0XAeHUEe MeXAy KOTOpPbIMU He MpeBbllaeT AOMNYCKAEMOro pacxoXx-
[EeHNs, NnpuBeAeHHOro B Tabnuue 1.

ABCONIOTHbIE AONYyCKAEMble PacXOXAeHUs Mexay pesynbTataMmu ABYX napasnnenbHblix onpegenexHunin d
M gonyckaemasi OTHOCUTE/NbHAsA CyMMapHas NorpewHocTb A nNpyu foBePUTENbHOW BeposATHocTn P = 0,95 npu-
BeAeHbl B Tabnnye 1.

Tabnuya 1
HalipeHHaa macca KpeMHEKVUCIOoTbI, M d, Mr A, %
OT 0,005 go 0,010 BktoOu. 0,002 +30
Cs. 0,010 » 0,030 » 0,003 +15
» 0,030 » 0,050 » 0,004 +10

5.2 BusyanbHOe onpepaeneHve

BusyanbHoe onpegeneHne NpPoBOAST B UMAMHAPAX C NPULIAMGOBAHHBIMU MPOGKAMU WU KOHUYECKUX
Koni6ax ¢ MeTKamu.

Mpu BM3yanbHOM ONMpeAeneHun aHam3upyemMblii pacTBOp CpaBHUBAIOT C pacTBOpPaMu CpPaBHEHUS, Npu-
rOTOB/IEHHBIMW O4HOBPEMEHHO C aHanM3upyemMbiM 1o 3.7. Mpu 3ToM HabnwaaemMas okpacka aHa/IM3MpyeMoro
pacTBopa [0J/KHA 6biTb HEe WHTEHCHBHEE OKPAackuM pacTBOpa CPaBHEHWs, COAEpXallero B TOM Xe o6beme
MaccCy KpeMHEKUC/I0Tbl B MUAAUIPaAMMax, COOTBETCTBYHLLYI YCTAHOB/IEHHOW B HOPMAaTWBHOM [AOKyMEHTe
WU TEXHUYECKOW AOKYMEHTALMM HOpMEe Ha aHanu3upyeMblii peakTuB, U Te Xe KosmyecTBa peakTUBOB, YTO
npyv hOTOMETPUYECKOM ONpeeseHnn.

6 OnpeaenexHne no cnocoby 2

6.1 doTOMeTpuyeckoe ornpepaeneHue

6.1.1 lMocTpoeHne rpadynpoBOYHOro rpaduka

FOTOBAT pacTBOpbl CpaBHEHWSA. [1na 3TOro B MepHble KON6bl BMECTUMOCTbIO 25 cM3 kaxdas noMmewatT
pacTBop*, uto cooTtBeTcTBYeT 0,010; 0,020; 0,050; 0,075 mn 0,100 mr Si02- JoBOAAT 06beMbI pPacTBOPOB A0
15 cm3 1 nepemelmBaloT.

OpfHOBPEMEHHO FOTOBAT KOHTPOJIbHbLIA pacTBOp, He cofepxawunii Si02.

B kaxablli pacTtBop npubaBnsaT 1cm3 peaktmBa A n nepemewmnsatot. Yepes 10 muH npubasnsawnT 1 cm3
pacTteopa LiaBefnieBol kucnoTbl, 1 cm3 peaktuea b, nepemelwnsas pactsopbl nocse npubassieHns Kaxpgoro
peakTuBa, 4OBOAAT 06beM pacTBopa BOAONM A0 MeTKM M nomeLwaioT Ha 20 MUH B BOASHYK 6aHlo Cc Temneparty-
poin (60 = 2) °C, 3aTemM oxnaxaalT A0 KOMHATHOI TemnepaTypbl.

OnNTnYecky MAOTHOCTb PAcTBOPOB CPAaBHEHUSA M3MEpPSAT Ha POTOINEKTPOKOSIOPUMETPE MO OTHOLWE-
HUIO K KOHTPOJIbHOMY pacTBOpPYy Npu ANnHe BOSHbl 650— 700 HM UM Ha cnekTpodoToMeTpe Npu ANNHE BOJIHbI
810 HM B KioBeTax C TOJILLMHON noraowakwLLero cBeT c/aos pactesopa 10 mMm.

Mo NoNyYeHHbIM AaHHbIM CTPOAT rPafyMpoOBOYHbIN rpadimnk.

MaccoBoit koHueHTpauum 0,01 Mr/cM3Si02 o6bemom 1,0; 2,0; 5,0; 7,5 1 10,0 cm3.
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6.1.2 lNpoBeaeHue aHa/n3a

15 cm3 HelTpasibHOro aHa/nM3NPyeMoro pacTtBopa [B c/ayvyae He06Xo4MMOCTU HeWTpanmnsauum aHanm-
31PyeMOro pactBopa NpPMMEHST pacTBOP CEPHON (CONAHOR) KMCMOTbl ¢ MaccoBoi gonei 20 % wam pacTeop
amMMMaka B NpUCYTCTBMM OOHOW-ABYX Kanenb pactBopa /7-HuTpodeHona uav no slakmycoBoi 6ymare] nome-
WaKT NUNeTKoOn B MEpHyH KoNby BMecTUMocTbi 25 cm3, npnbasnsawnT 1 cm3 peakTuBa A 1 nepemeLllnBaoT.
Yepes 10 myH npubasnsaoT 1 cm3 pacTBopa LWaBeneBoi KucnoTel n 1 cm3 peaktusa b, nepemelwinsas pacteop
nocne Npu6aB/ieHUs KaxAoro peaktuBa. 3aTeM A0BOASAT 06beM pacTBOpa BOAOW A0 METKM M MOMELW,arT Ha
20 MuH B BOASIHYIO GaHlo ¢ TemnepaTtypoi (60 + 2) °C, nmocne 4yero oxaaxgalwT A0 KOMHATHON TemnepaTypbl.

OnTnyecky MAOTHOCTb aHan3MpyemMoro pacTBopa M3MepsloT N0 OTHOLWEHMWK K KOHTPOJSIbHOMY pac-
TBOpY, NMPUrOTOB/IEHHOMY OAHOBPEMEHHO TakK Xe, Kak npy NOCTPOEHUU rpaaympoBoyHOro rpaduka. Mo nony-
YEHHOWN ONTMYECKOI NAOTHOCTW, MOMb3YSCb rpaddMKoM, HaxogsaT maccy Si02 B aHanM3MpyemoM peakTuse B
MunanrpaMmmMax.

6.1.3 Ob6paboTka pe3y/bTaToB

3a pesynbTaT aHanuMsa NpuHUMAalT cpefHeapudMeTnyeckoe 3HavyeHWe pesynbTatoB Tpex napannenb-
HbIX onpefeneHnin, OTHOCUTENbHOE pacX0oXAeHne Mexay KOTOpbIMU He npeBbllaeT fONYyCKaeMOoro pacxox-
[eHVs, NpMBeAeHHOro B Tabnuue 2.

AGCONI0THbIE AONyCKAaeMble PaCXOXAEHUS MexAay pesynbrataMmu ABYX napannenbHbix onpegeneHuin d
n gonyckaemas OTHOCWUTes/ibHass CyMMapHas MOrpewHocTs A npu f0BepuTenbHol BeposTHocTu P = 0,95 npu-
BeAeHbl B Tabnuue 2.

Tabnunya 2
HaiigeHHass macca KPeMHEKMC/IOTbI, Mr d, M 0, %
Ot 0,010 go 0,030 Bk/tOY. 0,005 +25
Cs. 0,030 » 0,100 » 0,010 +10

6.2 BusyanbHoe onpeperieHue

BusyanbHoe onpegenieHne nNpoBOAAT B LUUAMHAPAX C NPUWANGOBAHHBIMU NPO6GKaAMU MM KOHWMUYECKUX
Konbax ¢ MeTkamu.

Mpu BM3yasnbHOM onpefeneHnn aHanM3npyemblii pacTBOp CPaBHMBAKT C pacTBOpPaMU CpaBHEHUS, Npu-
rOTOB/IEHHbIMU OAHOBPEMEHHO C aHanm3upyemMbiM no 3.7. Mpu 3ToM Ha6ngaemas okpacka aHaM3upyemMoro
pacTBopa Ao/XHa 6biTb HE UHTEHCMBHEE OKpacku pacTBOpa CpPaBHEHWs, cofepxallero B TOM Xe obbeme
Maccy KpeMHEeKUC0Tbl B MWUAUTpaMMax, COOTBETCTBYHLLYH YCTAHOBMEHHOI B HOPMaTMBHOM [OKYMEHTe
UM TEXHUYECKON AOKYMEHTauun HOpMe Ha aHanu3uMpyembllii peakTuB, U Te Xe KO/M4YecTBa peakTUBOB, YTO
npu hOTOMETPUYECKOM ONpeseneHnu.

7 OnpepgenexHne no crnocoby 3

7.1 TlocTpoeHue rpagynpoBOYHOro rpadguka

FOTOBAT pacTBOpbl CpaBHEHMA. [NA 3TOr0 B Ae/UTENbHbIE BOPOHKM NMOMeELWalT pacTBOp*, YTO COOTBET-
cteyet 0,010; 0,025; 0,050 mr Si02 (pH 8—9). OgHOBPEMEHHO FOTOBAT KOHTPOJIbHbIA pacTBOp, He copepxa-
wuin Si02. B kaxabli pacTBop NpubaBasAlT U3 GOPETKM pacTBOP COMSIHON Knucnotbl Ao pH 1,4 (Heo6xoAnMbI
06beM pacTBOpa CONSAHOM KUCAOTbl ONpeAensalnT B OTAe/bHOMW npobe aHanu3Mpyemoro pacTsopa TUTpOBa-
HMEM pacTBOPOM COJIAHOW KUCNOTbl B MPUCYTCTBUW OLHON-ABYX Kanenb pacTBOpa NeHTameTOKCMKPAacHOro
unn TponeonnHa 00) n goBogaT ob6beMm pacTBopoB Bogoi Ao 35 cm3 (pacueT gobaBnsemoro o6bLema BOAbI
NPoOBOAAT MO pa3HocTu). [lanee B kaxAablii pacTBop npunbasnsawT 5 cm3 6ydepHoro pactesopa, 2 cm3 pacTBopa
MONM64EHOBOKMCIOIO aMMOHUSA C MaccoBOW goneit 2 % n nepemelunBatoT. Uepes 15 MuH npudaensawoT 10 cm3
pacTBOpa CepHOI KNCNoTbl C MaccoBoi goneit 40 %, nepemelwwnsaloT, npudasnawT 10 cm3 6yTaHona-1 wnnm
n306yTWMI0BOTO CNUPTa, MHTEHCUBHO BCTPAXMBAKT B TeyeHne 1 MUH U BbILEPXMBAKT B TEUEHUE 2 MUH ANS
paccnoeHunsi. BoaHsbllii cnoit cnuealoT B APYTyl0 AENUTENbHYH BOPOHKY M BHOBb 3KCTparmpytT 5 cm3 6yTaHo-
na-1 nnu n3o06yTnNoBoro cnupta. BogHbli cnoii cHOBa CMMBaKT, a OpraHu4yeckne crion o6bLeaAnHST U Bbigep-
XMBaKT B TeueHne 5 MUH AN paccnoeHuns. BogHbll cnoii cnusBaroT, a opraHnYyeckuii NnoMelalT B MEPHYH

* MaccoBoli koHUeHTpauum 0,01 Mr/cM3 Si02 o6bemom 1,0; 2,5 n 5,0 cm3.
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Konby BMecTUMOCTb 25 cMm3. lenuTenibHyl0 BOPOHKY ABaXAbl MPOMbIBAT MUHMMa/IbHbIM 06bEMOM 6GyTa-
HoNa-1 wanM MeTaHona, CAMBas B Ty € MEpHYk Konby. K coaepXumomy MepHoRn Konbbl npubaBnsioT 4 cm3
pacTBopa CepHOMN KMcnoTbl ¢ mMaccoBoi gonei 40 % v gBe kannu pacTteopa 2-sBogHoro xnopuga onosa (ll),
nepemelimBasi pacTBop nocsie NpubaBieHUs Kaxaoro peaktnsa. 3aTteM J0BOAAT 06beM pacTBopa 6yTaHO-
nom-1 nuam meTaHo/IoM A0 METKM 1 NnepemMeLlvBaloT.

OnTnYyeckyt NJ0OTHOCTb PAcTBOPOB CPABHEHMSA U3MEPSAIOT MO OTHOLWEHMNIO K KOHTPO/IbHOMY pacTBopy Ha
cnekTpooTOMETpe NpyM MakCUMasibHOW A/iMHE BOJIHbI 730 HM B KHOBETax C TO/ILWMHON noraoujakwuiero ceer
cnos pactsopa 10 mMm.

Mo NONyYeHHbIM AaHHbIM CTPOAT rPafynpoOBOYHbIA rpaduk.

7.2 TpoBeneHne aHanunsa

CnabouwienoyHoii aHanusmpyemsblit pacteop (pH 8—9) nmomewarT B AENNTENbHYH BOPOHKY, NpubaB-
NAKT 13 GIOPETKN pacTBOP COoNsiHon kucnotbl Ao pH 1,4 (Heo6GxoAuMbIE 06bEM pacTBOpa COMSAHOM KMCNOTbI
onpefensioT B oTAeNbHOW npobe aHanM3Mpyemoro pactsopa TUTPOBaHWEM PacTBOPOM COMSHOW KMCNOTbl B
NPUCYTCTBUM OLHON-ABYX Kanefb pacTBopa neHTameToKCUKpacHoro unu tponeonuHa 00), foBoAAT o6beMm
pacTBopa Bogon Ao 35 cm3 (pacyeT go6aBsseMoro o6bema BoAbl NPOBOAAT MO pa3HOCTM), NpubaBnAanT 5 cm3
6ydoepHoOro pacteopa, 2 cm3 pacTBopa MO/JM64EHOBOKMC/IONO aMMOHUS C MaccoBOlW gonei 2 % un nepeme-
wuBatT. Yepes 15 muH npmubaBnsawT 10 cm3 pacTBOpa CEPHOR KMCNOTbl ¢ MaccoBoli goneii 40 %, nepeme-
wuBatT, npubasnAawT 10 cm3 6yTaHona-1 nam n3o6yTUIOBOrO CNUPTa, MHTEHCUBHO BCTPSAXMBAKT B TEUYEHUE
1 MWH 1 BblAEPXMBAKT B TEYEHUE 2 MUH AN paccnoeHuns. BogHbiil cnoil cnuealT B APYTYI0 A€UTENbHYHO
BOPOHKY U BHOBb 3KCcTparupytT 5 cM3 6yTaHona-1 nam n3o6yTmMnoBOro cnupta. BoaHbl c/ioii CHOBa c/vBatoT,
a opraHuMyeckme cnov o06beaUHAT U BblAEPXNBAKOT B TeUeHUe 5 MUH Ansa paccnoeHuns. BoaHblil cnoit cnvea-
0T, @ OpraHM4Yeckunii — nomeLw,arT B MEPHYH KOGy BMEeCTUMOCTb 25 cm3. lenuTenbHyo BOPOHKY ABaX /bl
NPOMbIBalOT MUHMMaNbHbIM 06beMOM GyTaHona-1 uauM MeTaHona, cnvBas B Ty Xe MepHyk konby. K cogep-
XUMOMY MepHOW konbbl npnbaBnsaoT 4 cM3 pacTBOpa CEpPHOWN KMCNOTbl C MaccoBoi aosnein 40 % v aBe kanau
pacTtBopa 2-BogHoro xnaopuga onosa (Il), nepemewmBas pacTtBop nocne npubaBfeHUs Kax[oro peakTusa.
3arem goBoaAT 06beM pacTBopa 6yTaHoO/IOM-1 WA MEeTaHO/IOM A0 METKM U nepemelunsaroT. Mpu Hanmyum
aMy/ibCUM NpPMBaBNAT HECKO/IbLKO Kanesib 3TU/I0BOrO cnupTa.

OnTuyeckyo NAOTHOCTb aHasjsM3MpyemMoro pacrtsopa M3MepsAlT N0 OTHOLWEHUD K KOHTPOJIbHOMY pac-
TBOPY, NPUTOTOB/IEHHOMY OJHOBPEMEHHO Tak Xe, Kak npyv NOCTPOEHUU TPagympoBOYHOro rpaduka. Mo nony-
YEHHOMY 3HA4YEeHMK0 OMNTMYECKON MMNOTHOCTMW, NOJb3ysACb rpadpnkom, HaxoAsaT Maccy Si02 B aHanM3npyemom
peakTnee B MunanunrpamMmmax.

7.3 O6paboTka pe3ynbLTaToB

3a pesynbTaT aHanM3a NpuHUMAalT cpegHeapudMeTMyeckoe 3HauYeHne pes3ysibTaToB Tpex napasnsesb-
HbIX onpeAeneHuii, OTHOCUTE/IbHOE PacXoX[eHue MeXAy KOTOPbIMU He MpeBbIlaeT A0NYyCKAEeMOro Pacxox-
[leHns, npuBefeHHoro B Tabnuue 3.

ABCONOTHbIE AOMNYyCKAaEMble PACXOXAEHUs Mexay pesynbTaTamu ABYX napasifiefibHbiX onpegenenuin d
n gonyckaemasi OTHOCUTe /ibHAs cyMMapHasi NorpeLHocTb A Npu AO0BEPUTENbHOI BeposiTHocTM P = 0,95 npu-
BefeHbl B Tabnuue 3.

Tab6nuuya 3
HaiigpeHHasi macca KpeMHEKUCNOTbI, Mr d, Mr A, %
Ot 0,010 go 0,015 Bkntou. 0,003 +80
Cs. 0,015 » 0,025 » 0,003 +30
» 0,025 » 0,060 » 0,003 +20

8 OnpepgeneHne no crnocoby 4

8.1 Bu3yasibHO-KOIOPUMETPUYECKN MeToA

M3BecCTHbIl 06BbEM aHann3npyemoro pacteopa cMmelwwwnsatwT ¢ 4,5 cm3 pacTBopa CepHOli KMCNOTbl C Mac-
coBoi gonen 5 % n 1 cm3 pacTBOpa M0M64EHOBOKNCAOIO aMMOHNSA ¢ MaccoBoi gonein 10 %. Yepes 5 MuH

6
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fo6aBnsT 5 cM3 pacTBopa LW,aBesieBOil KUCNOTbl C MaccoBoW fgonein 5 % u ewe yepes 5 MMH A06GaBASOT
0,2 cm3 consHOKMCOro pacTteBopa 2-BogHoro xnopuga onosa (lI) ¢ maccoBoit gonein 2 %. CpaBHMBAKOT WH-
TEHCMBHOCTb CMHE OKpacku MOMYyYEHHOro pacTBopa C MHTEHCUBHOCTbLIO OKPaCKku pacTeopa, MoyYeHHOro npu
aHanornyHoh o6paboTKke COOTBETCTBYHOLWENO pacTBopa CPaBHEHUS, COAEPXKaLLErD KPEM HEKUCMOTY.

8.2 PacTtBOpbI, ncnosib3yemble npun aHanmse
Ona npurotosneHns pacTBOPOB UCNOMb3YHOT AUCTUNIMPOBAHHYIO UIN EeMUHepann3oBaHHY BOAy.
8.3 OCHOBHOI1 pacTBOp cpaBHeHUs

PacTBop, cogepxalinii KpeMHEKNCNOTY, TOTOBAT cnegywowmum obpasom: 1,00 r KpeMHUEBOW KUCNOTHI,
npokaneHHoi npu 900 °C, pacTBOpSAOT B 8 cmM3 pacTBopa r’mapookUcy HaTpus ¢ MaccoBoi gosnein 27 %, nepe-
HOCAT B MEpHYI0 Konby BmecTumocTbio 1000 cm3, pa3baBnsoT BOAOW A0 METKM M MepeMeLlnBatoT.

1 cm3 pacTtBopa cogepxut 0,001 r Si02.

8.4 Pa3baBrieHHble pacTBOPbl CPaBHEHUS

Pa3baBneHHble pacTtBopbl cpaBHeHusA |, Il n Il roTOBAT HenocpeaCTBEHHO Nepej Ucnosib3oBaHWeM ny-
TeM pasbaBneHnss OCHOBHOro pacTtBopa cpaBHeHus (8.3) B MepHbIX kosibax COOTBETCTBYHLEN BMECTUMOCTH,
npuyem TOYHOE COOTHOWeEHNe 06bEMOB [0MXHO cocTaBnAaTe 1/10, 1/100 n 1/1000 cOOTBETCTBEHHO.
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