pynna B59

M EXTOCYLAPCTHBEHHBbB K CTAHOAPT

BPOH3bl OTIOBAHHLIE

rocT
MeTofbl OnpefeneHs KpeMHMS 1953.9-79

Tin bronze. Methods lor the determination of silicon

OKCTY 1709

[Oata sBefeHns 01.01.81

HacTosauwuii cTaHAapT yCTaHaBNMBAET 3KCTPAKLMOHHO-(DOTOMETPUYECKUIA METOZ, ONpeseNieHns Kpem-
Hua (ot 0.001 % fo 0.1 %), oToMeTpuyecknin meTog onpegeneHns Kpemuus (ot 0.01 % pfo 0.3 %) u
CMNEKTPasbHbIA NOMYKONMYECTBEHUBIA MeTO onpeaeneHnst KpeMHus (ot 0.0005 % ao 0,003 %) B 0NOBAHHbIX
6poH3ax no MOCT 5017, FOCT 614 n 'OCT 613.

(N3meHeHHas pegakums, Vam. Ne 2).

1 OBWWE TPEBOBAHNA

11 Ob6lwume Tpe6oBaHMs K MeTogam aHanmsa —no FOCT 25086 ¢ gononHewvem no n. 11
FOCT 1953.1.

(N3meHeHHas pegakuus, M3m. Ne 1, 2).

2. 3KCTPAKLI,I/IOHHO-¢OTOMETPI/Il-IECKI/IM METO/, OMNPEAENEHWA KPEMHUNA
(ot 0,001 % go 0,1 %)

21. CywHoCcTb MeTOpga

MeTop 0cHOBaH Ha 06pa3oBaHVM KpemHe MOMGAEHOBOW KUCNOTbI, 3KCTPaKL My ee GyTUIOBLIM Cnp-
TOM. BOCCTaHOB/IEHWU €€ B 3KCTPaKTe 10 KPEMHEMOIMBAEHOBOW CUHN U N3MEPEHUUN MHTEHCUBHOCTW 06pa3o-
BaBLUECA OKPaCKH.

MeTogyKka NpyMeHUMa NS ONpefeneHns KpeMHUs B NPUCYTCTBUM (hocopa, He MpeBbiLlatoLLEM
5-KpaTHOro N36bITKA MO OTHOLLEHWIO K KPEMHMUIO.

22. AnnapaTtypa, peakTuBbl U pacTBOpPbLI

pH-meTp.

Kucnota asoTHas no MOCT 4461 v pa36asneHHasa 1:2 (MpoKunsayeHHas).

Kucnota cepHaa no FOCT 4207. pasbaBneHHas 1:9.

Kucnota conaHas no FOCT 3118 u pas6asneHHas 1:1

CMeCb KUCMOT: COMSHYH KUCMOTY CMELUMBAtOT C a30THOW B COOTHOLLEHMN 3:1.

Kucnota gToprcToBogopoAHas.

Kucnota numonHas no FOCT 3652, pactsop 500 r/gm3

Kuncnota 60pHas, HacbIlWeHHbI pacTBop: 60 r 6OpHOM KMCAOTLI pacTBOPAOT 1AM3ropsyeil BOAb! W
MoC/ie OXNAXKAEHNS UCMONb3YHOT OTCTOABLUMIACA PacTBOP.

AMMWMaK BOAHbIA oc. 4. n no MOCT 3760. pasbasneHHbin 11 n 1:100.

AMMOHWI MONH64eHOBOKHENbIV Mo TOCT 3765. nepekpucTanH30BaHHbI. pacteop 100 r/gm3.

W3gaHve odumumanbHoe MepeneyaTka BoCMpeLleHa
*
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MepekpucTanamsauunio NpoBoaAT: 250 r MOLH64eHOBOKHCNOr0 aMMOHMA pacTBopstoT B 400 cm5 BO/bI
npv HarpeeaHun o 70—S0 *C, no6aBNA0T aMMMaK 40 ABHOMO 3anaxa U ropsuunii pacTeop uabTPyHOT ABa
pasa yepes OfMH 1 TOT Xe M0THbIV hMAbTP B CTakaH, cogepxkalimii 300 cM33TUN0BOrO cnvpTa.

PacTtBop oxnaxgatoT 0 10'C npgaloT 0TCTOATLCA B TeueHue 14. Bbinasluve KpUcTanibl 0T(hUAbTPOBbI-
BalOT Ha BOPOHKY BroxHep;! noj BakyyMOM, CO34aBaeMbIM BOLOCTPYIHbLIM HacOCOM. KpucTasi/ibl MpOMbIBaOT
2—3 pa3sa aTnN0BbIM CNUMPTOM, nopunamm no 20—30 cM5 BbICYLUMBAIOT Ha BO3LYXe.

CnupT 3TUNOBbI peKTUMKoBaHHbI no TOCT 18300.

OnoBo asyxnopuctoe, pactsop 100 r/gm5 rotossAT: 10 r ABYX/IOpUCTOro onosa pactsopatoT B 100 cm3
CONsiHOM KucnoTbl(1:1) npu HarpeBaHum fo 80—90 *C.

MpoMmbIBHOI pacTBop: K 50 cM5cepHoit KucnoTbl gobasnstoT 1,5 cM3pacTBopa MOMGAEHOBOKICAOTO
aMMOHMS.

Kanwii-HaTpuit yrnekucnbiini no TOCT 4332.

Hatpuii yrnekucnblii no FOCT 83. pacTteop 50 r/gm3

HaTpwii KpeMHeKUCbIN Mera.

CnmpT 6yTNNOBLIA HOpManbHbIA No TOCT 6006.

KpemHus asyokucs no FOCT 9428.

CTaHfapTHble PacTBOPbI KPEMHUA:

MpuroToBneHne N3 KpeMHEKUCNOro Hatpms: 0,5 1 pacTeopsatoT B 20 cM3pacTeopa Yrnekncnoro Hatpus
B NIaTMHOBOM YalliKe, OXaX/4atoT, MOMELLAOT B NOMMATUNEHOBBIV cocys, pa3baBnstoT Bogoi Ao 500 cm3u
nepemeLLVBatoT.

1cm3pacTeopa cofepxut 0.0001 r KpemHuUS.

TouHOe cofepXaHve KpeMHUS YCTaHaBIMBAIOT MPaBUMETPUYECKUM METOJOM.

MpurotoBneHne 13 ABYOKUCK KpemHusi: 0,2143 © npokaneHHOW [4BYOKMCU KPEMHWS CNaBAsoT B
NNaTUHOBOM TWUIME C 2 T KaNnsA-HaTpMs yriekncnoro. Mnas BbllenaunBaoT BOAOW, NEPEHOCAT B MEPHYIO
Kon6y BMecTUMOCTbo 500 cm3, ONMBatOT A0 METKM BOAOM, NMEpPeMELUMBAOT U HEMEA/IEHHO NepeHOCHT B
NONN3TUNEHOBBIN COCYL,.

I cm’ pactBopa cogepxut 0.0002 r KpeMHMS.

TouHOe cofepXaHve KpeMHUS YCTaHaBMBAIOT MPaBUMETPUYECKUM METOJOM.

23. NMpoBepgeHne aHanusa

2.3.1. HaBecky'0poH3bl (Tabn. 1) nomeLlwatoT B MOANITUIEHOBBIA AW TeIOHOBBIA UK B (hTOponna-
CTOBbI/i CTakaH BMecTUMOCTbi 100 cm3 fo6asnstoT 15—30 Kanenb hTOPUCTOBOAOPOSHON KMcnoThl. 15¢m3
CMECHW KUC/OT, HaKPbIBaKOT MOMMITUAEHOBON NN (TOPUCTOMIACTOBOW KPBILLKOV U PacTBOPSAOT Ha X004y,
a 3aTeM Ha BOAsAHOW 6aHe npu HarpeBaHun 40 60 ‘C 1 BbIgEPXMBAKOT Npy 3Tol Temnepatype 20—30 MuH.
3aTeM OTKpPbIBAIOT KPbILLKY W fiepXar ewe 15 MuH.

Mocne pacTBOpeHNs pacTBOp OXNaxXAaroT, 4o6aBnsoT 30 cM360pHOIA KMCNOThI, Yepe3 20 MUH CMeChb
nepeHOCAT yepes NONITUIEHOBYH BOPOHKY B MEPHYHO konby BMecTumocTbio 100 cm3, cogepxkatlyto 30cm3
GOpHOIA KNCNOTbI, AONMBAOT O METKM BOAOW M NepeMeLLnBatoT. PacTBop HeMeANeHHO NepPeHOCAT B CTakaH, B
KOTOPOM NPOBOAMN pacTBOpeHue. [peaBapnTenbHO YCTaHaBNMBatoT pH B pacTBOpax a/IMKBOTHBIX YacTeid Ha
pH-meTpe cnesyrowmm 06pa3om: B NONNITUIEHOBbIA CTakaH BMECTUMOCTbLIO 50 CM3 MOMELLA0T a/IMKBOTHYHO
YyacTb pacTeopa (Tabn. 1). fo6aBnAOT BoAbl A0 06beMa -50 cM3 1 € NOMOLLbLIO pacTBOpa ammuaka (oc. 4.)
ycTaHasnmBatoT pH —1,0—1,2, 106aBnst0T pacTBOP aMMUaKa no Kanasam, GUKCMpys YnUCo Kanenb, nowes-
LUWX Ha onepawmio.

Tab6bnuuya 1
M accalysi gons Macca O6beM anUKNOTKON Macca uaseckn, cooTseT-
KpemHuAa % HaBecKu. r yacTm pacTHopa. Ccm1 cTBylO W as annkBOTHOIM
yacTu pacTsopa, r
Ot 0.001 go 0,01 BKkAtOY. 1 50 0.5
CB. 0,01 » 0,025 * 0, 20 0,1
0.025 » 0,06 * 0.5 10 0,05
0.05 * 01 0,25 10 0.025

ANMKBOTHYIO YacTb pacTsopa (Tabn. 1) 4na aHanmsa NoMeLlatoT B AeIUTENIbHYI0 BOPOHKY BMECTUMOC-
Tbto 200 cm3, gonmsatoT BoAbl A0 ~50 cM5 1 ycTaHaBamBatoT pH = 1,0—1,2, ucnonb3ysa npefsaputenbHble
[aHHble. B pacTBop no Kannsam npv nepeMeLvBaHum fo6aenstoT 5 cM3pacTBopa MoAUGAEHOBOKUCIONO aMMO-
HUA 1 OCTaBASAKOT cTOATb 10 MWH. 3aTeM A06aBASOT 5 CM3IMMOHHON KMCAoThbl. 10 CM3 NPOKMNSYEHHON
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FOCT 1953.9-79 C.3

a30THO KucnoTbl (1:2), 30 cM56YTWIOBOrO CNMPTA M 3KCTParnpyoT KpeMHEMOIMGAEHOBYO reTepononnKuc-
NOTY. OCTOPOXHO MepeBopayvBas BOpoHKY 30 pa3. lMocne paccnoeHnsi BOAHbIWA Cnoii 0T6packiBaloT, a K
OpraHnyeckomy cnoto fo6asnstoT 50 CM5NPOMbIBHOW XMAKOCTA W MPOMbIBAIOT, NepeBopaymBas BOPOHKY
10—15 pa3. BogHblii croit 0TOpackIBatoT, a OpraHW4ecKnii NepeHocsT B MepHYyH Kaaby BMECTMMOCTbIO
50 cm3, fo6aBnatoT OYTUIOBLIA CNUPT. 7—8 Kaneb pacTBoOpa ABYX/0PUCTOrO 0/10Ba, JOMMBAOT A0 METKU
6YTNNOBLIM CMIMPTOM U 3HEPTUYHO BCTPAXMBAIOT. BTeueHne 5 MUM M3MEPSIOT ONTUYECKYHO MIOTHOCTb PacTBO-
pa Ha (h0TO3/1EKTPOKOIOPHMETPE C KpacHbIM cBeTouabTpoM (X,h= 600—630 MM) MM Ha cnekTpogoTo-
meTpe npu 635 HM B KIOBETE C TOJLLMHONM noraouaroliero cnos 1cM. B kayecTBe pacTBopa CpaBHeHWS
UCNONb3YT 6y TUIOBLIN cNMPT. OAHOBPEMEHHO Yepes BCe CTafuy aHanv3a NPoBOAAT KOHTPObHbIV OMNbIT 1
HaliieHHOe B HEM 3Ha4YeHWe OMTUYECKOI MAIOTHOCTU BbIYMTAIOT M3 3HAYEHUS ONTUYECKOW NI0THOCTY NPOBbI.

2.3.2. TlocTpoeHue rpaflympoBoYHOro rpadmka

B nATb 13 WECTN NOANITUNEHOBbIX, TEIOHOBLIX UM PTOPONNACTOBLIX CTaKaHUYMKOB nomMeLuatoT 1,0;
2,0; 3,0; 4,0; 5,0 cM* cTaHgapTHOro pacteopa kpemHus (0.0001 r/gm3) wam 0,5; 1,0; 1,5; 2.0 n 2,5 cm3
CTaHAapTHOro pacTteopa kpemHus (0.0002 r/gm3. Bo Bce cTakaHuMKy fobasnatoT no 15 kanenm hTopmMcToBo-
[IOPOAHOI KMCNOTbI, M0 7—8 CM3CMECK KM1CMOT, MOMELLAIOT Ha BOAAHYHO 6aH0, HarpesatoT 4o 60 *C u ganee
NoCTyNarT, Kak yKa3aHo B n. 2.3.1.

AJ/IMKBOTHas 4acTb pacTBOpa, B3fTad Ha M3MEpPEeHue, ANS KaXAoi TOUKM rpagyupoBOYHOrO rpadmka
cocrasnget 10cm3.

B KauecTBe pacTBOpa CpaBHEHWS NCMO/b3YHOT PacTBOP, He COAEPXKaLL A KpeMHUA. [pagyvpoBOYHBIi
rpatmk CTpoMTCA U3 pacyeTa ero MacCoBOM [ONW B aIMKBOTHOM YacTu pacTBopa.

24, O6paboTKa pe3ynbTaToB

2.4.1. MaccoByto 10/110 KpeMHUS (A) B NPOLEHTaX BbIYUCAAIOT No hopmyne

A n (/N]-ab)-100
T s
roe T1—wmacca KpeMHus B Npo6e, Haii4eHHas no rpagyyupoBOYHOMY rpaduky, T;
/n, —Macca KpeMHWs B pacTBOpe KOHTPO/LHOrO ONbITa, HadeHHas Mo rpagyvMpoBOYHOMY rpaduky, ;
T —Macca HaBeCKwu, COOTBETCTBYHOLLAA aIMKBOTHOM YacTu pacTBopa, T.

2.4.2. PacxoXeHus pe3ynbTaToB NapaniefibHbiX ONpeAeneHnii He AOMKHbI MPeBbILLATh 3HAYEHW J0-

MyCKaeMbIX pacxoxaeHwin (d —nokasatenb CXOAMMOCTM Npy U = 3), yKasaHHbIX B Tabn. 2.

Tabnuuya 2
Maccosas o8 KpemHua. % d % D. 5 MaccoBast xoas KpemHus. % d, % 0. %
Ot 0.001 pgo 0,005 BKAtOM. 0.0008 0.001 Ot 0.05 pgo 0,10 BKAHOM. 0.008 0.01
Cs. 0.005 . 0,01 0,001 0.001 Cs. 0.10 . 020 B 0.012 0.02
« 001 *0.02 . 0.002 0.003 * 0,20 » 0,30 . 0.02 0.03

0.02 *0.05 0.005 0.007

2.4.3. PacxOXfeHnsa pe3ynbTaToB aHann3a, nosyyeHHbIX B ABYX Pa3nnyHbIX N1abopaTopusx, Uam AByx
pe3ynbTaToB aHann3a, Mosly4YeHHbIX B O4HON nabopaTopum, HO NPU Pa3NNYHbIX YCNoBusax (/7—mnokasaTtens
BOCMPOW3BOAMMOCTI) He AO/MKHbI MPEBbIWATL 3HAYEHWI, YKa3aHHbIX B Tab/. 2.

2.4.4. KOHTPONb TOYHOCTU Pe3y/bTaToB aHanM3a NPoBOAAT No MocyfapCTBEHHbIM CTaHAAPTHLIM 06pas-
LiaM 0/10BSIHHbIX 6POH3, BHOBb yTBEPXAeHHbIM no FOCT 8.315, unn mMetofoM A06aBOK, B COOTBETCTBUU C
FOCT 25086.

Pa3sa. 2 (I3meHeHHas pegakums, M3m. Ne 2).

3. ®OTOMETPUYECKWNIA METO ONPEAENEHNA KPEMHUSA

31. CywHoCTb MeTOfAa

MeTog 0cHOBaH Ha 06pa3oBaHNM XKeNTol KPeMHEMONNGAEHOBOIM KUCNOTbI U M3MEPEHUN ONTUYECKOW
MAOTHOCTY MOJTYHEHHOT 0 PacTBOpa.

32.AnnapaTypa, peakKTuUBbLl W pacTBOpPbLI

CneKTpodhoTOMETP UK (HhOTOINEKTPOKAAOPHMETP.

pH-meTp.

5.2. 61y 69



C.4TOCT 1953.9-79

Kucnota asoTHas no FOCT 4461. pas6asneHHas 1:2.

Kucnota propuctosogopogHas no FOCT 16484.

KwucnoTta numoHHas no FOCT 3652, pacteop 100 r/gm3

Kucnota optodocthopHas no FOCT 6552, pasbaBneHHas 1:9.

Kucnota 6opHas no FOCT 9656. HacCbILLEHHbIA pacTBOP: FOTOBAT CeAyHOLLMM 06pa3oM: okano 60 r
60pHOI KMCNOTLI pacTBOPSAOT B 1AM3 ropsyeit Bogpl.

AnMMMnak BogHbIn no TOCT 3760. pa3baBneHHbIl 1:1.

Meab no MOCT 859, mapkn MO nim MOO.

MouesunHa no MOCT 6691, pactsop 100 r/am3

Kpuctannnyeckunii hronetosblil BogHbIVA pacTBop 1r/am3

CnunpT 3TUNO0BbIA PEKTUMKOBAHHbIN TexHWUuYeckuiA no FOCT 18300.

AMMOHWMI Monn6aeHoBoOKMCbIA No FTOCT 3765, nepeKpucTann30oBaHHbIl, CBEXENPUIrOTOB/IEHHbI
pacteop 100 r/am3(nepekpuctanmsaumio cm. n. 2.2).

HaTpuii-kanuii yrnekucnbii.

KpemHus gsyokuck no FOCT 9428.

CTaHgapTHble pacTBOpbI KpeMHMA. PacTBop A; roTOBAT Creaytolmm o6pasom: 0,2143 T npoKaneHHo
[BYOKVCW KPEMHMWA CMNaBNAOT B MIaTUHOBOM TUT/IE C 2 T HATPUA-Kanus YreKMCNoro B TeueHme 14 npu
1100 'C. MnaB BbileNauMBatoT BOLOI, pacTBOP NMePeHOCAT B MepPHY Konby BmMecTumocTbio 500 cm3, ao
METKM Ha/IMBAOT BOLOW U NepemeLLnBatoT. PacTBop HeMef1IeHHO NePeHOCAT B MONM3TUIEHOBbIV COCYS,.

1cm3pacTeopa A cogepxmT 0,0002 r KpeMHMS.

PacTtBop b: roToBAT cnegytowym obpasom: 10cm' pactBopa A MEPEHOCAT B MEPHYHO Kasiby BMECTUMO-
cTbto 100cm\ pa3baBnsAoT BOLOM 40 METKW U MepeMeLLUBatOT. PacTBOp HeMea/leHHO NePeHOCAT B NONITU-
NEHOBbLIN cocya.

1cm3pacteopa b cogepxut 0.00002 r KpemHMA.

33. NpoBepfgeHne aHanusa

3.3.1 HaBecky 6pOH3bl Maccoil 1T nomeLLatoT B MIaTUHOBBIN MY PTOPONNACTOBbIV TUrenb, Npnbasns-
10T 1 cm3 hTopucToBOSOPOAHON KMCNOThI; 10 cM3 a30THOW KMCNOThI, pa3baaneHHoN 1:2. 1 HakpbiBalOT
NAaTUHOBOW UM PTOPONNACTOBON KPbILLIKOW. PacTnopeHHe MPOBOAAT NpW HarpeBaHWM Ha BOAAHON 6aHe npu
60 *C. o OKOHYaHMU pacTBOpPeHUs B Turenb npubasnsatoT 10 cM3 pacTBopa GOPHOI KUCNOTbI U pacTBop
nepeHocAT (Y4epe3 MOAUITUIEHOBYIO BOPOHKY) B MEPHYHO K0nby BMecTUMOCTbiO 100 CM3, B KOTOPYHO yxe
fo6aaneHo 20 cm3pacTBopa 6OPHOIN KUCAOTbI, AOMMBAKOT BOAOM A0 METKM 1 MepeMeLLmnBatoT.

20 cM3 noslyyeHHoro pacteopa (Npu MaccoBoii gone KpemHusa ot 0,01 % go 0,07 %), 10 cm' (npu
maccoBoii gone kpemHusa ot 0,07 % go 0,15 %) n 5 cm3(npu maccoBoii fone kpemHus ot 0,15 % o 0.30 %)
MOMELLIAtOT B CTakaH BMECTUMOCTbLIO 50 M3 HETPa/IM3YIOT aMMIUAKOM MpU MOCTOAHHOM MNepeMeLUyBaHny
fo pH 1,0—1,2. B pactBop, umetowmin pH 1,0—1,2, npr6aanstoT 5cM' pacTBOpa MOYEBMHbLI 1 OCTAaNAOT Ha
K) MuH. 3aTem fo6aanstoT 2,5 cM' pacTBopa MOMIMGIEHOBOKMC/IOr0 aMMOHMA 1 ocTaansatoT Ha K) MuH. Mocne
3TOro BBOAAT 5 cm3pacTBopa IMMOHHON KMCIOThl, 3 cM30pTOPOCHPOPHO KNCNOTbI, PacTBOP NMEPEHOCHT B
MEPHYH0 K06y BMeCTUMOCTbI0 50 cM3 1 0 METKM A0MMBAOT BOAON. PacTBOp nepemeLLmBatoT 1 yepes 15 MyH
U3MEPSIOT OMTUYECKYHO MNOTHOCTb HA (POTO3NEKTPOKONOPUMETPE C CUHUM CBETO(MU/ILTPOM B KIOBETE C
TO/LLMHOI NOrNoLAtoLero cnos 3unv 5cM nan Ha CnekTpogoToMeTpe Npu AanHe BO/HbI 400 HM B KIOBETE
C TONLLMHOM nornoLuatoLero cnos | cm.

B kayecTBe pacTBOpa CpaBHEHMS WCMOML3YKOT PacTBOp TOro e obpasHa 6e3 fobaaneHns pacTeopa
Ma/IMBeHOBOKMNCNOMO aMMOHMS.

W3 nonyyYeHHOTro 3HauYeHNs ONTUYECKON NIOTHOCTW aHaNN3MPYEMOro PacTBopa BbIYMTAIOT 3HaYeHNe
OMTUYECKOWN NMOTHOCTU KOHTPONBLHOMO OMbITa, NMPOBELEHHOTO Yepe3 BCe CTafun aHanmsa v U3MepeHHOoro
NpoTWB BOAbI.

(N3meHeHHan pegakums, N3m. Ne 1, 2).

3.3.2. TocTpoeHIE }MMW)YVMPOEOYHOrO rpadivka

B cTakaHbl BMecTumocTbio Mo 50 cm' nomewatot 0; 1.0; 2.0; 4.0; 6,0 n 8,0 cm3 pactBopa b kpeMHu4,
pasbaanstoT Bogoit go 20 cmM3u fanee aHanu3 BedyT, Kak ykasaHo B n. 3.3.1.

34. O6bpaboTKka pe3ynbTaTosB

3.4.1. MaccoByto 07110 KpeMHUs (X) B MPOLIEHTaX BbIYUCAAIOT M0 opmyne

Nre”rto 0O,
T

L)



FOCT 1953.9-79 C. 5

roe /m, —macca KpeMHUS, HaiieHHas no rpagyyupoBOYHOMY rpaguKy, T;
T — HaBecka 6pOoH3bl, COOTBETCTBYHOLLAA a/IMKBOTHOM YacTu pacTBopa, T.

3.4.2. Pacx0X[eHuns pe3ynbTaToB napannefibHbiX OnpeAeneHnii He AOMKHbI MPEBbILLATb 3HAYeHW 40-
MyCKaeMbIX pacxoxaeHni (d —nokasaTenb CX0AMMOCTM NpK N = 3), yYKa3aHHbIX B Tab/. 2.

(M3meHeHHas pefakuns, N3m. Ne 2).

3.4.3. PacxoxfeHus pesynbTaToB aHaM3a, MOAyYeHHbIX B ABYX PasfMYHbIX 1labopaTopusx, Unu aByx
pe3ynbTaToB, Noy4YeHHbIX B OAHOI N1abopaTopmm, HO NPy pasnnyHbIX ycnosmsax (D mokasaTeNib BOCNPOW3-
BOAMMOCTHU), HE AO/MKHbI MPEBbILLATL 3HAYEHWUIA, YKa3aHHbIX B Tabn. 2.

3.4.4. KOHTpO/b TOYHOCTM pe3ynbTaToB aHasm3a NpoBOAAT Mo [ocyfapCTBEHHbIM CTaHAAPTHLIM 06pas-
LiaM 0/10BSHHHbIX 6POH3, BHOBb yTBEPXAEHHbIM N0 FOCT 8.315. unn meToAoM J06aBOK, B COOTBETCTBUU C
FOCT 25086.

3.4.3, 3.4.4. (BBegeHbl fononHutensHo, Mam. Ne 2).

4. MONYKONINYECTBEHHbIV CNEKTPAJ/IbHbIA METO/ ONPEAENEHNA KPEMHUSA

41 CywHOCTb MeTOfa

Mpo6bl nnn CO maccoii (0,50+0.05) r noAgepraroT NpeABapuTeNIbHOMY OKWUC/IEHWIO Pacr/iaBleHNEM Ha
KaTtofe fiyrv NocTOAHHOI0 TOKa B aTMOCHepe KUCIoposa.

OkucneHHbI 06paseL, NOMELLAIOT Ha rpadMTOBYIO NOLCTABKY U XTeXay HAM U MOACTaBHbIM 3/1EKTPO-
[OM U3 YMCTOW Mean wnu yrns BO3OYXAAOT Ayry MOCTOSHHOrO TokKa. CrekTp gyru doTtorpagmpytoT ¢
MOMOLLIbIO CreKTporpaga, N3MepAoT MHTEHCUBHOCTY aHaIMTUYECKUX IMHWUIA 1 (DOHA 1 MO METody «Tpex
3TANOHOB* HAXOAAT KOHLEHTPALUMIO KpeMHUS. ECAv NHWSA aHanm3upyemoro afneMeHTa B npobe oTCyTCTBYeT
WKW 3HauYnTeNbHO ciabee Mo MHTEHCUBHOCTM IMHUW B CTaHAAPTHOM 06pasLie, OLeHKa KOHLeHTpaLUmUmn Kpem-
HWA NMPOBOANTCA MOMYKONNYECTBEHHO.

42. AnnapaTtypa, peakKTWBbL W pacTBOpHI

CnekTporpad NCIM-22.

VICTOYHVK NOCTOSAHHOTO TOKa AN NMUTaHMs ayru, obecneynBarowmii Hanps>keHne 200—400 B u cuny
Toka fo 10A

YCTPOIACTBO ANS BbICOKOYACTOTHOIO MOMKMraHs Ayl NMOCTOAHHOMO TOKa OT reHepaTopa 6o cucTe-
mbl (M1C-39, Ar, UI).

MwuKpooTOoMeTp, NpeAHa3HAYEHHbIA 415 U3MEPEHNS ONTUYECKUX NNOTHOCTEN CNEKTPaIbHbIX IMHUIA 1
(hoHa.

Mpecc MacnsHbliA, rMapaBAMYecKUiA unu 6O [PYroi, o6ecneynBatoLLMiA ycunmne no WToKy B
1,5—2 r ¢ npecc-6ymaroii, obecrneumsatoLLeli NONyYeHNe NPECCOBaHHbIX TabeTOK N3 METANIIMYECKOW CTPYX-
Kv gmameTpom 5—7 mm u maccoii (0.50+0,05) r.

OneKTpoAbI-NOACTaBKN rpauToBble AnameTpom 8—10 MM.

AnekTpogbl 13 Mean mapku MOG6 wnm u3 yrns mapku OCY B Buge NpyTKOB AMAMeTpoOM 6—7 MM.
3aTOYeHHble Ha Nonycgepy, UM yCeUYeHHbIN KOHYC C NAoLWaasto gnametpom 1,5—1,7 mm.

MpucnocobneHne 415 3aTOUKM YTOMbHbIX WM MefHbIX 371eKTPOLOB, HampuWMep CTaHOK MOAenu
KM-35.

KuncnopogHas kamepa gns okucneHus CO v npo6.

BannoH ¢ K1CnopoaoM, CHaBXeHHbIA PeflyKTOpPOM.

MnacTrHkM cnekTporpaduyeckre Tuna | unn 2 yyscTeuTenbHoCThIO 0.5—5 ef. MoHOXpomaTunyeckas
4yBCTBUTENLHOCTL 10-60ep.

3neKTponanTKa MW necyaHas 6aHs.

Becbl aHanutuyeckme Ha 200 r ¢ pasHosecamun Tuna ALB-200 v gp.

BroKcb! nnm TUrnn dapgoposble 41 XPaHEHWUSA OKUCTEHHBIX TabNETOK.

MUHUETBI 4N19 3aXBaTbIBaHUs TabNeToK.

Konnayku CTEKNAHHbIE UAW M1aCTMACCOBbIE AN 3aLUThI OT MbIN 3aTOYEHHBIX 3/1EKTPOAO0B.

Maruut Tuna MB.M-63.

CeKyH0Mep Unun pene BpeMeHW.

KwvcnoTa asoTHas no FOCT 4461, pa3basneHHas 1:1.

CnupT 3TMNOBBbIW pekTUUKoBaHHbIA no FTOCT 18300.

MeTton (napa-meTunaMumHOMeHoCyb(ar).

mapoxuHoH (napagnokcmberson) no FOCT 19627.
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HaTtpwii cepHucTokucablin no FTOCT 195.

Hatpwuii yrnekucnbiin no FOCT S3.

Kanwuii 6pomuncToiin no TOCT4160.

HaTpuii cepnoBaTUCTOKHCAbIA KpucTannmueckuii (Tnocynbgat) no FOCT 244,

Kucnota ykcycHas no MOCT 61.

MposBuTENb ANA NNACTUHOK CMeKTpaibHbIX TUna |, 2 n «MUKpPO» roTOBAT CMELLIMBAHUEM PaBHbIX
06LeMOB pacTBOpoB 11 2 nepes NPUMEHeHUEM.

PactBop 1 2,5 r metona. 12r rugpoxvHoHa v 100 r HaTpus CEepPHUCTOKMUC/IOFO  pacTBOPSAKOT B
500—700 cm' Boabl U AonmBatoT BoAoi ao | am3.

PactBop 2: 100 r yrnekucnoro HaTpmsi u 7 r 6poMncToro Kanms pacteopstoT B 500—700 cm3Bogpl 1
fonvearoT 4o 1cm3

[JonyckaeTcs NpUMeHeHue 1 Apyrnx KOHTPACTHbIX NPOSBUTENEN.

®ukcaxublin pacteop: 300 r Tmocynbata HaTpus. 25 T CEPHUCTOKMCIONO HaTpus 1 8 cM3YKCYCHOM
KUCNOTbI pacTBOPAIOT B | AM3ANCTUNNMPOBAHHON BOAbI.

43. MoAarotoBKa K aHanusy

Mpoby n CO B mue Tabnetok maccoit (0,5+0.05) r anameTpomM 5—7 MM 1 BbICOTOW 2 MM BbITa4MBalOT
Ha TOKapHOM CTaHKe.

Mpo6bl MOTYT BbITh CNPECCOBaHbI U3 CTPYXKU. CTPYXKY NPesBapuTe/ibHO OTMArNLLYHBAOT. 3aTeM CTPYXKY
1 CO B Bufe TabMeTOK OYMLLAIOT OT MOBEPXHOCTHbIX 3arps3HeHUii — TpaBfeHWeM B a30THOI KucnoTe.
CTpyxKy 1 Tabnetkn CO NpoMbIBAIOT B AUCTUIMPOBAaHHON BOAE U Cywart. Mpu npeccoBaHW TabneTok u3
CTPY>XKW MaTpuLy W NyaHCOH TLLaTebHO OYMLLAKOT OT OCTaTKOB paHee MpeccoBaHHOM Npobbl (MPOMbIBaOT
BOLOW 1 NpOTUPAIOT CNMpPTOM). MpUroTOBASAIOT He MeHee BYX TabneTok Npo6 n CO.

11poBogsaT okucneHne CO 1 npob B KNCNOPOLHON Kamepe: BCe AeTany KUCIO0POLHON KaMepbl U rpagm-
TOBblE NOACTaBKM A8 NPob 1 CO 0UNLLAIOT OT OKMC/IOB Mefy. MOBOPOTHBIN CTOMUK YKPENASAIOT B HAXHEM
aneKTpofepxarene kamepbl. Bo n3bexaHune B3aMMHOro 3arpssHeHus 06pasLoB Ha rpaMToBbIe MOACTaBKM
MOBOPOTHOIO CTO/MKA MOMeLLa0T TabneTKv 04HOro COCTaBa.

B BepxHeM fiepxxarere YKpenatoT NOLCTaBHON 3NEKTPO U3 Meau, pabounii KOHeL, KOTOPOro 3aToYeH Ha
yCeUeHHbIi KOHYC C YI/I0M npwy BepluuHe 45* n nnowankoi guametpom 1.5—1,7 MM, Uan 3aTOYEHHbI Ha
nonycgepy. MexaneKTpoAHbI MPOMEXYTOK ycTaHaBmBaloT 1.5—2 mMM. TabneTka Cny>XuUT KaToAoM Ayru
NMOCTOSHHOIO TOKa, CUY TOKa ycTaHasnmBatoT 6 J1. Bo3dyx W3 Kamepbl BbITECHSIOT, NMPOMYyCKas CKaTblii
Kucnopog vepes Kamepy B TeyeHwve 30 . [MNpu okucneHun TabneTok AaBneHne KUCNopoaa B Kamepe noaaepxu-
BAlOT HECKO/IbKO BbILLE aTMOcdepHoro. Tabnetka nog faaneHnemM ayrv B TedeHne 5—S ¢ pacnniasniseTcs u
MpeBpaLLaeTCa B Kan/to pacriaBneHHbIX OKUCMI0B. TOK BbIKNOYAOT W MOABOAAT K NMOACTaBHOMY 3/1EKTPOAY
CnepyoLLyto TabneTky.

44 . NMpoBefeHMNEe aHanmnsa

TopLoBYyI0 YacTb rpadiTOBbLIX 31EKTPOLOB ANS YAaNEeHWS NOBEPXHOCTHbLIX 3arps3HeHN MPOKanBatoT B
[lyre nocTOSIHHOr0 TOKa B TeyeHue 20 ¢ npu 6—10 A, BK/1tOYas 3/1eKTPOA-NOACTaBKY B KayeCTBe aHO4a Ayru.

MogroToBneHHbIe K aHann3y npobbl 1 CO MOMeLLaloT Ha MpoKaneHHble rpajuToBble NoAcTaBku. B
KayecTse NOACTaBOYHOrO 3M1EKTPOLA NPUMEHAIOT MefHble CTEPXHU WU YTIIN.

[na onpegeneHns maccoBoi AONM KPEMHUSA rpadvTOBYHO MOACTaBKY BKNIOYAIOT B Ka4yecTBe KaTofa
Jyrv NOCTOAHHOTrO TOKa. [lonycKaeTca UCnosib3oBaHMe KOposibKa Nnoc/ie CbeMKU Ha aHode. Havano akcrnosu-
L OTCUUTBLIBAKOT MOC/IE Mepexoia KaToAHOro NATHA AYr1 Ha pacrniaBneHHYo YacTb KOPOJIbKa.

YCNoBuA CbEMKWN CMEKTPOrpaMMsbl: LIMPUHA Wwenu crnektporpaga — 0,012 MM; ocBelleHune Lwenu ¢
MOMOLLbH0 TPEX/IMH30BOT0 KOHAEHCOPa; Anatparma Ha cpefHeli TMH3e KoH4eHcopa —5 MM; 4yroBoi npome-
XYTOK —3 MM; cuna Toka — 6—S A; 06xur —20 c¢; Bpemsi akcnosuymm —60—90 c.

POoTONNACTUHKM NPOAANAIOT B 3aBUCUMMOCTU OT UX TUNa B COOTBETCTBYIOLLIEM NPOABUTENE MPU TeMMepa-
Type 18—20 *C B TeueHne 3—5 MuH. Mocne NPOMbIBKM NIACTMHOK B MPOTOYHOW BOAE UX (PUKCUPYIOT B
(hMKCaXKHOM pacTBOpe, NMPOMbIBAIOT B NMPOTOYHON BOZE Y BbICYLUMBAIOT.

45.06paboTKa pe3ynbTaTosB

451. OnTnyeckne NAOTHOCTW aHANNTUYECKNX IMHWUIA 1 BHYTPEHHWUX CTaHAAPTOB B CEKTPOrpaMmmax
N3MEPSOT C NOMOLLbH0 MUKpogoTomeTpa. LLinprHa wenn dotoanemeHTa coctaanset 0.10—0,25 mm; WwnpuHa
LNV MeXay 3eNeHbIMU LLeYKamu, U3MepseMas Ha aKpaHe nepes (hoToaneMeHToM, coctaanseT 0.3—1,0 Mm.

Vcnonb3yoT aHaMUTUYECKYHO IMHUIO KPEMHKA 288,158 HM 1M MUHWMaNbHOE 3HAYEHME OMTUYECKOIA
NAOTHOCTW DOHa, N3MepPSeMOe PALOM C JINHMER CO CTOPOHbI 60/1ee KOPOTKMX BOJH.
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I"paflyMpoBOYHbIe Fpadinki CTPOAT B KOOPAMHATAX:
Ig 7&-« «C.

YueT thoHa (nepexog oT A5klg = " ) npoBogat no Tabamue (FOCT 9717.3).

OCHOBHOW MeTof AN NOCTPOEHMS TPakoB — METOZ, «TPeX 3TafioHOB»). Mpy OTCYTCTBUM IMHWK
KpeMHus B Npobe nam, eciv OHa 3Ha4YMTeNbHO ciabee Mo MHTEHCMBHOCTW IMHUK B CTaH4APTHOM 06pasLie ¢
MUHUMa/IbHBIM COZlepXKaHNeM KPEMHUA, ONeHKa NMpoBoAUTCA NaslyKoMYeCcTBEHHO, AS —PasHOCTb MoYepHe-
HUIA MeXay NHUeld KpeMHKs 1 hoHoM (AV= Sn+p—5.);
1gC —norapum KOHLUEHTpauun KpemMHuUs B CTaHLAPTHOM 0bpasLie.

MaccoByto J0/1H0 KPEMHUS HAXOAAT M0 rPafynpoBOYHOMY IpaduKy.

4.5.2 PacxoxeHns pesynbTaToB nNapannesbHbiX —onpefeneHwii (il —nokasaTenb CXOAMMOCTW npu
n=3) He [AOMKHbI MpeBbiwaTb -0,0003 % npu maccoBoii gone kpemHus ot 0.0005 % fo 0,001 % wn
-0.0008 % npu maccoBoit gone kpemHms ot 0,001 % go 0.003 %.

4.5.3. Pacxox/eHWs pe3ynbTaTtoB aHanm3a, NonyyYeHHbIX B BYX pax/MyHbIX nabopaTopusx, unv apyx
pe3y/nbTaToB aHanu3a, NosyyYeHHbIX B O4HON 1abopaTopum, HO NpW pasnyHbIX ycnosuax (D — nokasartens
BOCMPOM3BOAMMOCTM), HE [AO/MKHbI NpeBbiwaTh -0,0004 % npy mMaccoBoi fone kpemHums oT 0,0005 % ao
0,001 % n -0,001 % npn maccoBoii gone KpemHus ot 0,001 % go 0,003 %.

4.5.4. KOHTPO/Ib TOYHOCTY Pe3ynbTaToB aHanu3a (nanykonmyecTBeHHO) nposogdt no MCO 1516—79
(M246Xx) 010BAHHO-LMHKOBOM 6poH3e uam no COIM 21S6—86 Tvna 0/10BSHHO-LMHKOBOW 6pOH3bI (M246X).

Pa3g. 4. (BeefieHb! fononHutensHo, 3m. Ne 2).
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