Ipymma B59

MEXTOCYJIZTAPCTBEHHUB CTAHIATPT
BPOH3BI OJIOBSIHHBIE
rocCt
Meroas! onpenesnenns KpeMHHSA 1953.9—79

Tin bronze. Methods for the determination of silicon

OKCTY 1709

Jara seenenna 01.01.81

Hacrosuiumii cTaHAAPT YCTAHABIMBAET SKCTPAKIMOHHO-(OTOMETPHYECKHI METOL, ONpeNeIeHH KPEM-
Hust (ot 0,001 % no 0,1 %), boromerpudeckmii MeTon onpenenacHus KpemMuus (ot 0,01 % no 0,3 %) u
CIIEKTPAJIBHBIH MOYKOJIMYECTBEHHBIH MeTon onpeneeHus kpemuus (ot 0,0005 % mo 0,003 %) B 0MOBIHHBIX
6ponsax mo I'OCT 5017, T'OCT 614 u TOCT 613.

(N3menennasn penaxkumasa, Mzm. Ne 2).

1. OBIIUE TPEBOBAHUSA

1.1. O6mme TtpeGoBanusa Kk meromam aHamm3a — o T'OCT 25086 ¢ momonmHenmem mo 1. 1.1
I'OCT 1953.1.
(A3menennas penakmms, Msm. Ne 1, 2).

2. DKCTPAKIITMOHHO-®OTOMETPUYECKHI METOJ OTIPEJAEJEHUSA KPEMHHUSA
(ot 0,001 % no 0,1 %)

21. CYmHOCTh METOZHA

Meton ocHOBaH Ha 06pa30BaHUU KPEeMHEMOJUOIEHOBOM KUCIOTH, SKCTPAKIINH €€ OYTHIOBBIM CITHP-
TOM, BOCCTAHOBJICHUH €€ B KCTPAKTE IO KPEMHEMOIUOLEHOBOM CHHU M U3MEPEHUN MHTEHCUBHOCTH 06pas3o-
BaBILCHCA OKPACKU.

Metonuka npUMeHHMA UL  OTMPENENCHUS KPEMHUSI B MPUCYTCTBUM (Docdopa, HE IIPEBBIIIAIOIIEM
S-KpaTHOTO U36BITKA 11O OTHOILIEHUIO K KPEMHHUIO.

22. AnmmapaTtypa, pPeaxTHUBB H pPacCTBODPE

pH-meTp.

Kucnora azotnas mo FOCT 4461 u pas6apienHas 1:2 (IIpOKUIISTYEHHAS).

Kucnora cepras mo 'OCT 4207, pas6asnennas 1:9.

Kucnora comsaras mo 'OCT 3118 u pasGasnennas 1:1.

CMech KHCIIOT: COSTHYIO KHCIOTY CMEUIMBAIOT C a30THOM B COOTHOLeHUM 3:1,

Kucnora ¢propucroBonopogHast.

Kucnora iumonnasg o FOCT 3652, pactsop 500 r/om3,

Kucnora GopHast, HACHIIIEHHEIA pacTBOp: 60 T GOPHOI KMCIOTHL paCTBOPSIOT 1 M Topsdei BOAb U
MOCTIE OXJIAKICHUST UCTIOJB3YIOT OTCTOSBIIMIICS PACTBOP.

Awmmvmak BogHBI oc. 4. u 1o T'OCT 3760, pas6asnennsiii 1:1 u 1:100.

Ammonuit MombnenoBokucerii mo FOCT 3765, nepekpucTaliM30BaHHblii, pacteop 100 r/am3.

HN3panne odummaibHoe IlepeneyaTka BocHpemena
*
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C.2TOCT 1953.9—79

TepekprCTALIM3AIMIO TPOBOAAT: 250 I MOTMOIEHOBOKUCIIONO aMMOHMS pacTBOpsioT B 400 cM> Boab
npu HarpeBanuu 10 70—80 °C, noGasigioT aMMHAaK IO SIBHOTO 3aIaxa ¥ TOPSYMii pacTBOP GIIBTPYIOT ABa
pasa 4epe3 OJMH M TOT Xe TUTOTHEIH GWILTP B CTakaH, cogepxauuii 300 cM? 3TUI0BOTO CupTa.

PactBop oxmaxnaior 10 10 °C 1 Ja10T 0TCTOATECS B TeueHHe 1 4. Brinasiime KpUCTauibl OTOUIBTPOBI-
BalOT HAa BOPOHKY BIoxHepa 1o BaKyyMoM, CO30aBaeMbIM BOIOCTPYHHBIM HACOCOM. KpHCTALTBI IIPOMBIBAIOT
2—3 pasa 3TWIOBBIM CIIMPTOM, MOPLUSAMH 10 20— 30 ¢M3, BEICYIIMBAIOT HA BO3MYXE.

Crupt 3TIi10BBIH pekTrdmKoBaHHE o TOCT 18300.

OnoBo aByxsopuctoe, pacteop 100 r/am3 rotopat: 10 T ABYXJIOPHCTOTO 0JI0Ba pacTBOPSIOT B 100 cm3
consgHoM KucaoTei(1:1) mpu HarpeBauuu 10 80—90 °C.

IIpoMEIBHOI pacTBOP: K 50 cM> cepHOIM KMCIOTHI 106aBisioT 1,5 cM® pacTBopa MOMMOIEHOBOKHCIOTO
aMMOHMS,

Kamnit-natpuii yrnexucsiii mo TOCT 4332.

Hartpuit yraexkucnsii mo FOCT 83, pactsop 50 r/mv3.

Hatpuii kpeMHEKUCTBINH MeTa.

Crupr 6yrunossiil HopMabHbiil 1o TOCT 6006.

Kpemnaus npyokucs mo F'OCT 9428.

CraHgapTHBIE PACTBOPHI KPEMHMSI:

ITpuroToBieHKe U3 KpeMHEKUCIOro Hatpust: 0,5 r pacTBopsaior B 20 cM> pacTBOpa YIIEKHCIOTO HATPHUS
B IUIATMHOBOM YaIlIKe, OXJIAXIAI0T, TOMELIAIOT B IMOJIU3THWIEHOBBIH COCYI, pa30asistioT Bogoi 1o 500 cm3? u
TEPEMEILHMBAIOT.

1 cM? pactBopa comepxur 0,0001 r KpeMHuSL,

TouHoe comepXaHue KPEMHUS YCTAHABIMBAIOT IPABUMETPHUCCKUM METOIOM.

[Ipuroronenue u3 aByokucu kpemHus: 00,2143 r mpokKajieHHON IBYOKMCH KPEMHHS CIUIABJISIOT B
IUIATHHOBOM THIJIE ¢ 2 T KAIUS-HATPUS YIIEKUCIOro. I1aB BEIILEIAYNBAIOT BOIOM, MIEPEHOCAT B MEPHYIO
KOOy BMECTUMOCTBIO 500 ¢M3, JONMBAIOT 10 METKU BOAON, MEPEMEIIUBAIOT U HEMENJIEHHO MEPEHOCAT B
MOJMUATUICHOBBIN COCYI.

1 cM? pactBopa comepxur 0,0002 r KpeMHUSL.

TouHoe comepkaHie KPEMHHS YCTAHABIMBAIOT IPABUMETPHYECKHM METOIOM.

23 llpoBexeHue aHajgu3a

2.3.1. HaBecky GpoH3EI (Ta0i. 1) MOMEILAIOT B ITOIMATHICHOBHIiH WIH Te(DJIOHOBBIHM WIH B (PTOPOIUIA-
CTOBBII cTakaH BMecTUMOCTHIO 100 M3, nobasmstior 15— 30 Karnesns GTopHCTOBONOPOXHOM KHCIOTHL, 15 cM3
CMECH KUCJIOT, HAaKPBIBAIOT MOIM3THICHOBOI WM (PTOPUCTOIUIACTOBOI KPBILUIKOI M pPACTBOPSIOT HA XOJIONY,
a 3aTeM Ha BOJSHOI GaHe IpH HarpeBaHuu 10 60 °C M BHLAEPXUBAIOT IPH 3TOi TemmepaType 20—30 MuH.
3aTreM OTKpPBIBAIOT KPEILIKY U JepXarT elle 15 MHuH.

IMoce pacTBOPEHUSI pacTBOP OXIAXAAIOT, B06aBiToT 30 cM? GOpHOIT KMCIOTHI, Yepe3 20 MUH CMeCh
MEPEHOCAT YePe3 MOMMITHIEHOBYIO BOPOHKY B MEPHYIO KOGy BMeCTUMOCTRIO 100 cM3, copepxanyio 30 cm>
OOPHOI1 KUCJIOTHI, IOJIMBAIOT A0 METKH BOIOH U MEpeMEIMBAIOT. PacTBOp HEMEIJIEHHO MEPEHOCAT B CTaKaH, B
KOTOPOM TPOBOMWIM pacTBopeHHe. IlpenBapureibHO ycraHaBMMBaloT pH B pacTBOpax aIMKBOTHBIX YacTel HA
pH-MeTpe crenyiommm 06pa3oM: B IOTMITHIEHOBEIM CTAKaH BMECTUMOCTBIO 50 ¢M> MOMEIIAIOT AJIMKBOTHYIO
4acTh pacTBopa (Ta6a. 1), 106aBALIOT BOABI A0 06beMa ~50 CM> M ¢ MOMOILBIO pacTBOpa aMMHUaka (oc. 4.)
ycranapimBaior pH = 1,0—1,2, no6aBisioT pacTBOp aMMHAaKa IO KaruIIM, PUKCHPYS YHCIIO KaIeb, MOLIE/T -
IIHX HA OIEPALHIO.

Taobnuma 1

Maccosast gonst Macca O6bem anmukBoTHolt | Macca HaBecku, COOTBET-
KpeMHUsA, % HaBECKM, T | 4YacTu pacTBopa, cM’ CTBYIOLIAsA ATMKBOTHOH
YacTH pacTBopa, T
Or 0,001 mo 0,01 Bkmiou. | 50 0,5
Cs. 0,01 » 0,025 » 0,5 20 0,1
» 0,025 » 0,05 » 0,5 10 0,05
» 0,05 » 0,1 » 0,25 10 0,025

AJIMKBOTHYIO 9acTh PpacTBOpa (Tabi. 1) IIg aHamM3a MOMEINAIOT B AEJUTEIBHYIO BOPOHKY BMECTHMOC-
ThIO 200 cM3, monmBaloT Bomwl 10 ~50 cM? M ycTaHasmmBaloT pH = 1,0—1,2, MCNOMB3ys PeABAPUTEIBHBIC
JaHHEBIe, B pacTBOP N0 KaIuisM npyu nepeMeIMBAHHH A00ABIIAIOT 5 CM? pacTBOpa MOIUOACHOBOKHCIIOTO aMMO-
HHSL M OCTABJISIOT CTOATH 10 MUH. 3aTeM N0GABIAIOT 5 CM? TMMOHHOM KMCIOTH, 10 ¢M? MPOKHIITIE HHOM
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T'OCT 1953.9—79 C.3

a30THOM KMCIOTH (1:2), 30 cM? 6yTHIOBOTO CIIMPTA M OKCTPArMPYIOT KPEMHEMOIMOAEHOBYIO T€TEPOIIOIMKHC-
JIOTY, OCTOPOXHO MepeBopaunBas BOPOHKY 30 pas. Ilocne paccioeHust BOOHEI ClTOi OTOPACHIBAKOT, a K
OPTaHMYECKOMY CJI0I0 A06aBISIOT 50 CM> MPOMBIBHONM XMAKOCTH W IPOMBIBAIOT, MEPEBOPAYMBASL BOPOHKY
10—15 pa3. BomHEIi ¢710i1 OTOPaCcHIBAIOT, 4 OPTaHMYCCKHIl TEPEHOCIT B MEPHYIO KOJIOY BMECTHMOCTHIO
50 cM3, MO6aBIAIOT GYTUIOBBIN CIIMPT, 7—8 Karehb pacTBOpa ABYXJOPUCTOrO OJI0BA, JOMUBAIOT 10 METKH
OYTIJIOBBIM CIIMPTOM Y SHEPTMYHO BCTPSIXUBAIOT. B TeueHue 5 MUH U3MEPSIOT ONMTUYECKYIO MIOTHOCTH PACTBO-
pa Ha (POTOIEKTPOKOIOPUMETPE C KPACHBIM CBETODMIBTPOM (A4 = 600—630 HM) WM HA CIEKTPOPOTO-
MeTpe TpHu 635 HM B KIOBETE ¢ TOMIIMHOM MOIIOIIAIONIETo ciost 1 cM. B kauecTBe pacTBOpa CpaBHEHUS
HCIIOJIB3YIOT GYTUIIOBBII crupT. OMHOBPEMEHHO YEPE3 BCE CTAMMU aHATN3A MPOBOISAT KOHTPOIBHBIM OMBIT U
HaliIeCHHOE B HEM 3HAYE€HUE ONMTHYECKOM TUVIOTHOCTU BEIYUTAIOT M3 3HAUEHHSI ONITUYECKON IIOTHOCTH TIPOOHI.

2.3.2. ITocmpoenue epadyuposoutoeo epaguka

B 1maTh M3 11eCTH MOTHUATHIICHOBEIX, TE(IOHOBBIX WIH (PTOPOIIACTOBBIX CTAKAHUMKOB IoMetnaioT 1,0;
2,0; 3,0; 4,0; 5,0 cm3 cranmapTHOro pactBopa kpemuus (0,0001 r/am3) wmm 0,5; 1,0; 1,5; 2,0 u 2,5 cM®
CTaHmapTHOTO pacTBopa Kpemuus (0,0002 r/mm?). Bo Bce cTakaHYMKK TOGABJISIOT 110 15 Karenb pTopucToBo-
IOPOIHOM KMCIIOTEL, MO 7—8 ¢M> CMECH KHCIOT, TIOMEIIAIOT Ha BOAAHYIO 6aHI0, HarpesatoT 10 60 °C u ganee
TOCTYIAIOT, KaK yKa3aHo B 1I. 2.3.1.

AJIMKBOTHAS 4aCTh PAacTBOPA, B35Tas HA MU3MEPEHUE, IS KAXKAON TOYKU rPagyupOBOYHOrO rpaduka
cocrasmser 10 cm?,

B xauecTBe pacTBOpa CpaBHEHMS UCTIOJIB3YIOT PACTBOP, HE comepKaluii KpeMHus. [ paxynpoBoOYHbIH
rpauK CTPOUTCS U3 PACUYETa €r0 MACCOBOM JOJIM B ATMKBOTHOM YaCTH PacTBOpa.

24. O6paboTKa pe3yJabTaTOB

2.4.1. MaccoByio momo KpeMHHS (X) B MPOIIEHTaX BEIYUCIISIOT TI0 hopMyIie

X = (m n;;) 100 7
IIe m, — Macca KpeMHHUS B po0e, HalIeHHas 1o TpafyMpoBOYHOMY IpaduKy, T;
m, — MAacca KPEMHMUSI B PACTBOPE KOHTPOJILHOTO OMbITA, HANACHHAS IO FPaAyMPOBOYHOMY rpaduKy, T;
m — Macca HaBeCKH, COOTBETCTBYIOIIAS A/IMKBOTHOM YaCTH PacTBOPA, T.

2.4.2. PacxoXneHUs pe3yIbTaTOB MAPaJUICTbHEIX ONPEAe/ICHUIH He JO/KHBI MPEBHIIATh 3HAYCHHI 10~

TTyCKaeMBIX PaCXOXIEHMUI (d — TOKa3aTeNib CXOOUMOCTH NPU # = 3), yKa3aHHBIX B Ta0II. 2.

Tadonuuma 2

MaccoBaa mong kpemuus, % d, % D, % MaccoBas aonsa KpeMHusa, % d, % D, %
Ot 0,001 mo 0,005 Bxutiou. 0,0008 0,001 Or 0,05 no 0,10 BkmIOY. 0,008 0,01
Cs. 0,005 » 0,01 » 0,001 0,001 Cs. 0,10 » 020 » 0,012 0,02

» 0,01 » 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. PacxoxXneHHs pe3yIbTaTOB aHAIM3A, MOJYYEHHBIX B IBYX Pa3JIMYHBIX JAOOPATOPUSX, WIH IBYX
Pe3yIbTaTOB AHATU3a, TOJMYYSHHBIX B OAHO#M JJaGopaTOpru, HO MPH pa3IMYHBIX ycnoBusix (D — nokasarens
BOCITPOM3BOIMMOCTH) HE JOJDKHEI IMPEBBILIATH 3HAYEHMI, YKA3aHHBIX B Ta0JI. 2.

2.4.4. KOHTpPOJIb TOUHOCTH PE3YJIHTATOB aHAJIM3a IMPOBOAAT 1m0 ['ocymapcTBeHHBIM CTaHAAPTHBIM 00pa3-
11aM OJIOBSTHHBIX OpOH3, BHOBb YTBEpXAeHHBIM 0 I'OCT 8.315, wnu MeTonoM 100aBOK, B COOTBETCTBHH C
T'OCT 25086.

Pasn. 2 (M3venennas penaxumms, M3m. Ne 2).

3. ©OTOMETPUYECKH1 METO/I OIIPEJEJIEHNA KPEMHUA

31. CYmuaocTh MeTOgA

Meton ocHOBaH Ha O0pa30BaHUHM XENTOM KPEMHEMOTHOACHOBOM KUCIOTH M K3MEPEHUM ONTHYECCKOM
TJIOTHOCTH MOIYYeHHOTO pacTBOpa.

322 AnmmapaTypa, PeakKTHBB M PacTBOPEH

CriekTpooTOMETP MM POTOIEKTPOKOJIOPHMETP.

pH-meTp.
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C.4TOCT 1953.9—79

Kucnora azornas mo 'OCT 4461, pas6aBnenHas 1:2.

Kucmora dropucroBomoponas mo F'OCT 10484,

Kucsnora mumonnas o TOCT 3652, pactsop 100 r/am3.

Kucnora oprodochophas mo I'OCT 6552, pas6asnenHas 1:9.

Kucnora 6opHast mo TOCT 9656, HaCBILIEHHBIIH PaCTBOP; TOTOBT CIEAYIOLIMM 00pa3oM: 0KoJio 60 r
6OpHOI1 KMCIIOTHI pacTBOPSIOT B 1 AM3 ropsiueit Bogp!.

Ammuax sonssiit mo F'OCT 3760, pas6aBnennsiii 1:1.

Meznp o 'OCT 859, mapku MO wiu MOO.

Mouepuna mo TOCT 6691, pacteop 100 r/am3.

Kpucrammmyeckuii GHONETOBEIN BOMHBINH pacTBop 1 r/mv.

CrupT 3TWIOBKIH pekTudukoBaHHbIi TexHuueckuii mo FTOCT 18300.

AMMoHuU MomuGaeHOBOKUCIBIi Mo TOCT 3765, mepeKpUCTaLTM30BAHHBIIN, CBEXEMPUTOTOBICHHBII
pactBop 100 r/mM? (MEpeKPHCTAIUIH3ALMIO CM. T1. 2.2).

Harpuii-kanuii yrieKucCIblii.

Kpemuust nyoxkuck mo F'OCT 9428.

CraHmapTHBIE pacTBOPHI KpeMHHS. PacTBop A; roToBdT crenyomum obpasom: (,2143 r mpokajieHHO¥
IBYOKHCH KPEMHUS CIUIABJISIOT B IJIATHHOBOM THUIJIE ¢ 2 T HATPUSA-KAIHS YIJIEKHCIIOTO B TeUeHHe 1 1 mpu
1100 °C. IInas BBILEIAYMBAIOT BOAOMH, PACTBOP MEPEHOCAT B MEPHYIO KOOy BMeCTHMOCTBIO 500 cM3, 10
METKY HAJIMBAIOT BOIO M MIEpEMEIIUBAIOT. PacTBOp HEMEWICHHO MEPEHOCAT B MOJIMA3THICHOBBIH COCYL.

1 cm? pactBOpa A conepxut 0,0002 r KpeMHMA.

PactBop B; rotosar ciaenyioumm o6pazoM: 10 cM3 pacTBopa A MepeHOCAT B MEPHYIO KOJIGY BMECTHMO-
cTeI0 100 cM3, pa36aBIsAIoT BOMOH 10 METKH M MEPEMELLMBAIOT. PacTBOp HEMEIJIEHHO MEPEHOCAT B ITOJIM3TH-
JICHOBEIN COCYI.

1 cm? pactBopa B conepxur 0,00002 r KpeMHHS.

33. llpoBengeHHne aHaausa

3.3.1. HaBecky OpOH3BI Maccoii 1 T MOMEIAIOT B IVIATHHOBBII WIH (PTOPOIUIACTOBBII THTEb, MPUOABIII-
10T 1 cM3 dTOpHCTOBONOPOIHOM KUCTOTH, 10 cM? a30THOM KHCIOTHI, pa3GaBaeHHOM 1:2, M HAKPHIBAIOT
TJIATMHOBOI WM (HTOPOILIacTOBOM KPBIKOiM. PacTBOpeHHe MPOBOAST NMPH HATPEBAaHWM HA BOISTHOM GaHe MmpH
60 °C. TTo OKOHYaHHMH PACTBOPEHUS B THTeNb Mpubasmsior 10 cM> pacTBOpa 60pHOI KMCIIOTH U PacTBOP
MEPEHOCAT (4E€pe3 MOMITUICHOBYIO BOPOHKY) B MEPHYIO KOJIOy BMecTUMOCTBIO 100 M3, B KOTOpYIO yXKe
no6aeaeHo 20 cM> pacTBOpa GOPHOM KUCTIOTHI, TOMHBAIOT BOIOH JO METKH H IIEPEMELIHBAIOT.

20 ¢M3 HOMYYEHHOTO pacTBOpa (MpHM MaccoBoi mone kpemuus ot 0,01 % no 0,07 %), 10 cm? (npu
MaccoBoit noje kpemuus ot 0,07 % 1o 0,15 %) u 5 cm? (ipu MaccoBoii gone kpemuusi ot 0,15 % 10 0,30 %)
MOMEIIAIOT B CTAKAH BMECTUMOCTBIO 50 ¢M> 1 HEMTPaaM3yIOT aMMHAKOM ITPH IIOCTOSHHOM NMEPEMEIIMBAHMH
1o pH 1,0—1,2. B pactsop, umerormit pH 1,0—1,2, npubasisioT 5 cM> pacTBOpa MOYEBHHEI H OCTAB/IIIOT HA
10 MuH, 3aTeM HOGABISIOT 2,5 ¢M? pacTBOPa MOTMGIEHOBOKHMCIIOTO aMMOHMS M OCTaBIAIoT Ha 10 MuH. IMocne
3TOTO BBOAAT 5 ¢M> pacTBOpa JIMMOHHOM KHCIIOTHI, 3 ¢M> 0pTo(hocdOpHOil KHCIIOTHI, PACTBOP MEPEHOCST B
MEPHYIO KOJIGY BMECTHMOCTBIO 50 ¢M3 ¥ 10 METKH JOMMBAIOT BOAOI. PacTBOp MepeMemuBaloT U yepes 15 Mun
HU3MEPSIOT ONMTUYECKYIO IUIOTHOCTh Ha (DOTOIIEKTPOKONIOPUMETPE C CHHHM CBETO(MIBTPOM B KIOBETE C
TOJIIMHOM ITOTJIONIAIONIETO CI0S 3 MM 5 CM WJIH Ha CTIIEKTPOPOoTOMETpE IpH IjmiiHe BOJMHEBI 400 HM B KIoBeTE
C TOJLIMHOM MOTJIOLIAIOIIETO CJIOST 1 CM.

B kauecTBe pacTBOpa CpaBHEHUS MCIOIB3YIOT PACTBOP TOTO Xe o0pasua 6e3 moGaBieHHs pacTBOpa
MOOAEHOBOKMCIIOTO aMMOHHSL.

M3 moIy4eHHOTO 3HAaYEHUS ONMTUYECKO INIOTHOCTH aHAIM3UPYEMOIO PACTBOPA BEIYMTAIOT 3HAYEHHE
ONTUYECKOM TVIOTHOCTH KOHTPOJIBHOTO OITBITA, MPOBEICHHOIO Yepe3 BCEe CTANMM aHAIN3a M M3MEPEHHOTO
TIPOTUB BOXEI.

(A3menennan penakuus, Fsm. Ne 1, 2).

3.3.2. ITocmpoenue epadyuposouroeo epaguxa

B cTakaHBl BMECTHMOCTHIO 10 50 e momemator 0; 1,0; 2,0; 4,0; 6,0 u 8,0 cm® pactBopa b kpemHus,
pas36asisaioT Bomoi no 20 cm> v anee aHAIU3 BEAYT, KAK yKa3aHo B 1. 3.3.1.

34, O6paboTka pe3yaAbTaToOB

3.4.1. MaccoByio moimio KpeMHUS (X) B MPOLIEHTAX BEIYUCIISIOT IO (DOPMYJIE

X ="1.100,
m
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rocCT 1953.9—79 C.5

roe m; — Macca KpeMHMsI, HAWIEHHA 110 rPaJlyHpOBOYHOMY IpadMKy, T;
m — HaBecKa OpOH3bl, COOTBETCTBYIOIIAS] AJIMKBOTHOI YaCTH pacTBOpa, T.

3.4.2. PacxOXAeHHS pe3yJIbTaTOB MapaJUIeNIbHBIX ONpeneieHUil He JOKHBI MPEBHIIIATh 3HAUYCHHI 10~
MyCKAaeMBIX PAaCXOXACHHI (d — TmoKa3aTelb CXOMUMOCTH MPH # = 3), YKa3aHHEIX B TaOI. 2.

(A3menennas penaxkuus, A3m. Ne 2),

3.4.3. PacxoxneHHs pe3yNbTaTOB aHAIM3a, TMOJYYSHHBIX B IBYX Pa3IMYHBIX TA00OPATOPUSX, WIH IBYX
Pe3yJIbTATOB, MOJYYCHHBIX B ONHOI IA0OPATOPHH, HO MPH PAa3IMYHEIX YCIOBHSX (D — mokasare/ib BOCIIPOU3-
BOIMMOCTH), HE IOJDKHBI NMPEBBILIATH 3HAYEHHIM, YKA3aHHBIX B Ta0. 2.

3.4.4. KOHTPOIbL TOYHOCTH PE3yJIBTATOB aHAIM3a MPOBOAAT MO I'ocymapcTBeHHBIM CTaHAAPTHBIM 00pas-
1IaM OJIOBSTHHBIX OPOH3, BHOBb yTBepXIeHHBIM 1o I'OCT 8.315, wim MeTomoM 106aBOK, B COOTBETCTBHH C
rOCT 25086.

34.3, 3.4.4. (Beenennl nonoaanTesao, Msm. Ne 2).

4. IOJIYKOJIMMECTBEHHBIN CIIEKTPAJIBHBINA METO/I ONTPEIETEHAA KPEMHASA

41. CYmHOCTh METOIA

ITpo6sr unu CO maccoit (0,50+0,05) r mogBepraioT npeaBapuTeIbHOMY OKHCICHHIO PAaCcIUIaB/ieHHEM Ha
KaTOHE OYTH IMOCTOSTHHOTO TOKA B aTMOC(hepe KUCIOPOIa.

OxuceHHbI 06pa3el MOMEIIA0T Ha TPadUTOBYIO TIOACTABKY M MEXIY HUM W MOACTABHBIM 3JIEKTPO-
JOM M3 YHUCTOM MEOU WIM YIS BO30YXIOAIOT OYIy IMOCTOSHHOrO Toka. CrekTp ayru ¢GororpadmpyioT ¢
TIOMOILBIO CIIEKTpOTpada, U3MEPSIOT HHTCHCUBHOCTH aHAJTUTUYCCKHUX JIUHUNA U (POHA H IO METOAY «TpeX
3TAJIOHOB» HAXOAAT KOHLEHTPAUUIO KpeMHUS., ECiiu TMHMS aHAMM3UPpyeMOro 3JIeMeHTa B IPOOE OTCYTCTBYET
WIH 3HAUUTEJIHFHO ¢/Tabee 0 MHTEHCHBHOCTH JIMHUM B CTAHAAPTHOM 00pasiie, OLCHKA KOHIIEHTPALMH KPEM-
HMS IIPOBOOMTCS TOTYKOJIUMIECTBEHHO.

42. AnmapaTtypa, pPeakTHMBH H PacCTBOPH

Cnextporpacd UCII-22.

M CTOYHMK MOCTOSTHHOTO TOKA TSI MUTaHUA AYyTH, obecreunBaoimii Hanpsokenne 200—400 B u cumy
TokKa 10 10 A.

YCTpoiicTBO A1 BEICOKOYACTOTHOTO ITOLKUTAHUS TYyTH IMTOCTOSTHHOTO TOKAa OT FeHepaTopa Mo0oii CHCTe-
mel (ITC-39, AT, UT).

MuxpodoToMeTp, TpeaHa3HAYECHHBIH LTSI U3MEPEHUST ONTUUYECKUX TVIOTHOCTEM CIIEKTPATbHBIX JIMHMI H
¢oHa.

IIpecc MacnsiHBINM, TUOPABIUYECKUN WIM 000 Apyroi, 00eCmeYuBaIONIMi YCWINE MO LITOKY B
1,5—2 r ¢ mpecc-6ymaroii, 00eCIeYuBaIOILIECH TTOTyIeHHE TIPECCOBAHHBIX TA0IETOK U3 METAUIMYECKOM CTPYXK-
Ku guameTrpom 5—7 mm u mMaccoit (0,5010,05) r.

BDIIeKTPONEI-TTOACTaBKY TpadpuTOBBIE MHAMETPOM 8— 10 MM.

BnexTpons! U3 Menu Mapku MOG wim u3 yrast Mapku OCY B BUie MPYTKOB AMAMETPOM 6—7 MM,
3aTOUCHHBIC Ha ITOMychEpy, WIH YCEUEHHBII KOHYC ¢ TUIOLanbio muaMeTpoM 1,5—1,7 mMm.

TTpucnoco6GnaeHue ISt 3aTOYKH YTOJMBHBIX WM MEIHBIX 3JIEKTPOAOB, HANPHMEP CTAHOK MOAEIH
KII-35.

Kucnoponnas kamepa st okucieHust CO 1 nmpo6.

BajnoH ¢ KkucnaoponoM, CHAOXEHHEBIH PEIYKTOPOM.

ImacTuaKY crekTporpadudeckue Thma 1 wim 2 9yBCTBUTENBHOCTERIO (,5—5 1. MOHOXpOMATHYeCKAas
qyBCTBUTEILHOCTE 10—60 en.

DIIEKTPOIUTATKA WJIH TIeCUaHast OaHs.

Bechl anamuruueckue Ha 200 T ¢ pazHoBecamu Thna AJIB-200 u ap.

brokcel uym TurM GapdopoBbIe I XpAaHEHUS OKUCIICHHBIX TAa0IEeTOK.

IvHUEeTH IS 3aXBaTHIBAHKUS TA0JIETOK.

Kormayky CTEKIISTHHBIC WIH TUIACTMACCOBEIE IS 3AIIHTHI OT IMBUTH 3aTOYCHHBIX 3IEKTPOIOB.

Marnaut Tua MBM-63.

CeKyHIoMep WM peJic BpEMEHH.

Kucnora asoraast mo FOCT 4461, pasoasnennas 1:1.

Crmupt sTHnoBsni pektudukoBananblii mo FTOCT 18300.

Merton (napa-mMetunaMmuHOGeHONICYABGAT).

I'mnpoxuton (mapamuokcuoenson) mo F'OCT 19627.
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Harpmii cepancroxkucsrii mo FOCT 195.

Hatpmii yrnexucierii mo T'OCT 83.

Kammii 6pomucTsiit mo T'OCT 4160.

Harpwuii cepHOBaTHCTOKMCIIBIN KpUCTAIMIECKHI (THOCYMbhaT) Mo T'OCT 244.

Kucimora ykcycHas mo TOCT 61.

IMposBUTENL IS TNIACTHHOK CMEKTPATBHBIX THINA 1, 2 B «MHKPO» TOTOBAT CMEIIMBAHHEM PaBHBIX
00beMOB pacTBOPOB 1 M 2 TIepe MpUMEHEHHEM.

PactBop 1: 2,5 T MeToma, 12t ruapoxuHoHa u 100 T HaTpHs CEPHHUCTOKHUCIOTO pPacTBOPSIOT B
500—700 cM3 BOABI M OMMBAIOT BOAOH 10 1 aM>.

Pactsop 2: 100 r ymiekucaoro HaTpud U 7 r 6pOMHUCTOro Kaausi pacTBopsioT B 500—700 cM? Boasl 1
nonmsaior 7o 1 cm3.

JlomyckaeTcst MPUMEHEHHUE M IPYTHX KOHTPACTHBIX IIPOSBUTENICH.

®ukcaxusiit pactBop: 300 r THoCY/Ib(ATa HATPUS, 25 T CEPHUCTOKHUCIOTO HATPUSL U 8 cM> YKCYCHOM
KHCJIOTHI pacTBOPSIOT B 1 M3 IMCTHIUIMPOBAHHOM BOJEL.

43. loaTOTOBKAa K aHAJMHU3Y

IIpo6y u CO B BUAe TabneTok Maccoii (0,51+0,05) r tnameTpoM 5—7 MM M BEICOTOM 2 MM BHITAUYHBAIOT
Ha TOKApHOM CTAaHKE.

IIpoGBI MOTYT OBITE CIPECCOBAHBI M3 CTPYXKH. CTPYXKY IPeIBapUTE/IHHO OTMATHHUYMBAIOT. 3aT€M CTPYXKY
u CO B BUAE TAONETOK OYMINAIOT OT TOBEPXHOCTHHIX 3arpsA3HCHHI — TPABJICHHUEM B a30THOM KHCJIOTE.
Ctpyxky u Tabnerkn CO MpOMBIBAIOT B AMCTULIMPOBAHHOI BoAe U cyuiat. [Ipu npeccoBaHuu TablIeTOK U3
CTPYXKU MaTpHIy ¥ TyaHCOH THIATEIbHO OYMIIAIOT OT OCTATKOB PaHEE MPECCOBAHHOM MPOOHI (MPOMBIBAIOT
BOMIOM Y IPOTUPAIOT CUPTOM). TIpHTOTOBISIIOT HE MEHEE BYX Ta0meToK pod u CO.

Iposonar okucaerne CO u mpoG B KMCJIOPOAHOM KaMepe: BCE ACTAIN KUCIIOPOTHOM KaMepH B Tpadu-
TOBBIC IOACTABKH st Mpo0 M CO OUMINAIOT OT OKKUCIOB Meau. ITOBOPOTHEI CTOJIMK YKPEIUISIOT B HIDKHEM
IEKTpOAepKaTeje Kamepsl. Bo n30exxaHue B3aMMHOTO 3arpsi3HEHUST 00pa310B Ha TPa)UTOBHIE MOACTABKU
TIOBOPOTHOTO CTOJIMKA TIOMEIIAIOT TAOIETKU OMHOTO COCTABA.

B BepxHeM nepxaresie YKpeIUsioT MOICTaBHOM MIEKTPO U3 MEIH, paboumii KOHEL, KOTOPOTO 3aTOYEH Ha
YCEUSHHEII KOHYC ¢ YIJIOM IpH BepiuuHe 45° U mwiomankoi qguameTpoM 1,5—1,7 MM, Wi 3aTOYCHHBII Ha
nonychepy. MexaaeKTpOIHEIH IIPOMEXYTOK yeTaHaBauBaoT 1,5—2 MM. Ta6aeTka CIyXKHT KaTOIOM AYyTH
TTOCTOSIHHOTO TOKa, CHJIy TOKAa YCTAHABIMBAKOT 6 A. Bo3myx M3 KaMepbl BHITECHSIOT, MPOITYCKas CXAThlii
KHUCIIOpOz uepe3 kamepy B TeueHue 30 ¢. [Ipyu oKucmeHnu TabieToK TapjeHHe KHCIOPOAa B KAMepe MONIepKH-
BAaIOT HECKOJIBKO BEILIE aTMOchepHoro. TabneTka mos qaBjieHHeM AyTd B TeUeHHe S—8 ¢ pacIUIaBiseTca u
TPEBPALIAETCS B KAILUTIO PACIUIABJIEHHBIX OKUCIOB. TOK BBIKJIIOUAIOT U MOABOASAT K MOACTABHOMY 3JIEKTPOLY
CIIEAYIONIYIO TAOIETKY.

44. MlpoBegeHe aHanlM3a

TopioBy10 YacTh TPaUTOBEIX 3JICKTPOIOB WIS YIAJICHHS MOBEPXHOCTHBIX 3arPSI3HEHUI TPOKATHBAIOT B
IIyre MOCTOSTHHOTO TOKA B TeueHue 20 ¢ mpu 6—10 A, BKIII0uas 3J€KTPOA-TIOACTABKY B KAYECTBE aHOIA IYTH.,

IMonroroBneHHsIe K aHAMM3y TPoOsl 1 CO MOMENIAIOT HA MPOKaJeHHbIE TpadUTOBEIE TIOACTABKU. B
Ka4eCTBE MOACTABOYHOTO MEKTPOIA MPUMEHSIOT METHBIE CTEPXKHU WU YTJIH.

st onpenenaeHuss MacCOBOM JOMM KPEMHMS TPaPUTOBYIO TTONCTABKY BKIIOYAIOT B KA4eCTBE KaToma
JYTU TTOCTOSTHHOTO TOKA. JIOITyCKaeTCs MCIMOIb30BAaHHE KOPOJIbKA TOCTe CheMKH Ha aHone. Hauajio sKkcmosu-
LMY OTCUMTHIBAIOT MOCJIE MTepexona KaTONHOTO IISITHA AyTH HA pacCIIaBICHHYIO YacTh KOPOJIbKa.

YCoBuS CheMKH CHEKTPOTPAMMEL: IIUPHHA e crekrporpada — 0,012 MM; OCBELICHUE IIETH C
TIOMOLIBIO TPEXJIMH30BOTO KOHACHCOPa; nruadparMa Ha cpeqHei TMH3e KOHAEHCopa — 5 MM; IyTOBOIM IpoMe-
XYTOK — 3 MM; cuyia Toka — 6—8 A; oGxur — 20 ¢; BpeMs skcnosuimn — 60—90 c.

DOTOMIACTHHKY MPOSBIISIOT B 3aBUCMMOCTH OT MX THIIA B COOTBETICTBYIOLIEM IIPOSIBUTENIE TIPH TEMIIEpa-
Type 18—20 °C B Teuenue 3—5 MuH. [Toce MPOMBIBKH IUIACTUHOK B IMPOTOYHOM BOIE MX (GUKCUPYIOT B
¢uKCaXXHOM pacTBOpE, MPOMEIBAIOT B IIPOTOYHOI BOJE U BBHICYIITMBAIOT.

45.06paboTKka pe3yaAbrTaToOB

4.5.1. OnTUyecKHe IVIOTHOCTH aHAJTUTHUECKHMX JIMHHUI M BHYTPEHHUX CTAHAAPTOB B CIIEKTPOTpaMMax
HM3MEPSIOT C TTIOMOIIEI0 MUKpodoToMeTpa. ITTupuna mwemm doroanementa cocrasusger ,10—0,25 mm; mmpuHa
LIETN MEXKIY 3€CHBIMHM IIEUKAMM, H3MepsaeMas Ha 9KpaHe nepel ¢oToneMeHToM, cocTapusgeT 0,3—1,0 M.

Hcnonb3yloT aHATUTUYECKYIO JTHHHIO KpeMHHS 288,158 HM U MUHMMAaIbHOE 3HAUEHUE ONMTHYECKOM
TJIOTHOCTU (HOHA, U3MEPSIEMOE PSAIOM C JIMHUEH CO CTOPOHBI 00J1e€ KOPOTKUX BOJIH.
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I'pamynpoBouHbie rpaduKy CTPOST B KOOPOUHATAX:

lg%——lgC.
¢

Vyer ¢oHa (mepexon ot AS, 1g = ﬁ—“) nmpoBoaaT mo Tabnuue (FOCT 9717.3).
¢

OCHOBHOM METOM IJIST MTOCTPOSHUS rpadUKOB — METOM «TPEX ITANIOHOB»). IIpU OTCYTCTBUM JTUHUH
KPEMHUS B IIPOOe WIH, €C/IM OHA 3HAYUTEIHHO C/adee 10 HHTEHCUBHOCTH JIMHUU B CTAHAAPTHOM 00paslie ¢
MMHMMATBHEIM COIEPXXaHHEM KPEMHMS, OLICHKA MPOBOIUTCS MOJIYKOJNYCCTBEHHO, AS — Pa3sHOCTh MOYEPHE-
HUI MEXIY TMHUEH KpeMHUA U GOHOM (AS = S, +¢)—S¢));
1gC — morapu¢hM KOHUEHTPALUY KPEMHUSI B CTAHIAPTHOM O0pasiie.

MaccoByio I0JII0 KPEMHMSI HAXOMAT MO rPagyMPOBOUYHOMY TpaduKy.

4.5.2 PacXOXIOeHUS pPE3yIbTaTOB MAPALICABHEIX —OIpenesieHuil (d — mokasarejib CXOAUMOCTH MPH
n=13) "He pomxuel mpesbiaTh ~0,0003 % mpu maccoBoii none kpemuust ot 0,0005 % no 0,001 % u
~0,0008 % mpu MaccoBoii none kpemuus ot 0,001 % mo 0,003 %.

4.5.3. PacxoxXmeHHs pe3y/NbTaToOB aHAIN3A, ITOIYYEHHBIX B IBYX Pa3jIMYHBIX IA00PATOPUSIX, WIH IBYX
Pe3y/IbTaTOB aHAIK3a, MTOMYYEHHBIX B OHOM J1a00paTopuu, HO MPH PAa3JIMIHBIX YCIOBHsIX (D — mokasartesb
BOCIIPOM3BOOUMOCTH), HE NOJDKHBI MpeBhItaTh ~0,0004 % mpu MaccoBoii none kpemuwus ot (,0005 % no
0,001 % u ~0,001 % mpu maccopoit none kpeMHus ot 0,001 % no 0,003 %.

4.5.4. KOHTPOJIb TOYHOCTH PE3yIBTATOB aHaMM3a (MOMyKOJMYecTBeHHO) mpososT o [CO 1516—79
(M246x) 010BIHHO-1IMHKOBO GpoH3e win 110 COII 2186—86 THMa 0OBIHHO-LHHKOBOM GPOH3BI (M246X).

Pasn. 4. (Beeaensl nonoinurensno, M3m. Ne 2).
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1. PABPABOTAH " BHECEH Munncrepcteom npernoii meramnypruu CCCP

2. VTBEPX/IEH ¥ BBEJIEH B IEMCTBHE Ilocranosaennem Locynapcrsennoro komarera CCCP mo

HNHO®OPMALIMOHHBIE JTAHHBIE

crangapram ot 10.10.79 Ne 3899

3. Crangapr noanoctsio coorsercrsyer CT COB 1539—79

4. B3AMEH I'OCT 1953.9—74

5. CCbLIOYHBIE HOPMATUBHO-TEXHUYECKHME JOKYMEHTbBI

Ob6oznauenne HT/I, Ha
KOTODBIN JaHBI CCBUIKH

Homep pasaena,
IIYHKTA, MOJIYHKTa

O60o3nauenne HT/I, Ha
KOTOPBIi JJaHBI CChUIKH

Howmep paspena,
MyHKTa, MOAMYHKTA

I'oCT 8.315—97
I'OCT 61-75
IroCT 83—79
T'OCT 195717
T'OCT 244—76
Ir'OCT 613—79
TOCT 614—97
I'OCT 859—2001
I'oCT 1953.1-79
I'OCT 311877
T'OCT 3652—69
T'OCT 3760—79
I'OCT 3765—78
T'OCT 4160—74

6. Orpanudenne CpoKa AeHCTBHS CHATO O MPOTOKOAY Ne 5—94 MexrocyaapcrsenHoro Cosera no cTanaap-

2.4.4,3.4.4

42

BBogHas yacTb
BeogHas yacTb
32

1.1

22

2.2,3.2

22,32

2.2,3.2

42

T'OCT 420775
T'OCT 4332—76
T'OCT 446177
IoCT 5017—74
I'OCT 6006—78
I'OCT 6552—80
T'OCT 6691—77
TI'OCT 9428—73
T'OCT 9656—75
T'OCT 104384—78
I'OCT 18300—87
T'OCT 19627—74
T'OCT 25086—87

TH3aIA|, MeTpojorau U cepruduramamn (MYC 11-12—94)

7. A3JAHUE ¢ Namenenmsmu Ne 1, 2, ymsepxknennbivu B ¢espane 1983 r., asrycre 1990 r. (MYC

6—83, 11-90)

74
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22
2.2,3.1,4.2
BBogHas yacTh
22
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