VIK 669.76:543.42:006.354 I'pynna B59

TOCYAAPCTBEHHBI CTAHJXAPT COI3A CCP

BUCMYT
CreKTpanbiblie METOIb aHAIN3a rocrt
. 16274.8—77
Bismuth.

Spectral methods of analysis

OKCTY 1709

Jara Bsegenns 1978—01—01

Hacrosmuii craHmapT pacrpocTpaHsieTcsi Ha BHCMYT Mapok Bu00,
Bul, Bu2 u ycTaHaBIMBaeT CNIEKTPAIbHEIE METOIbI ONpEACHAeHUs COlep-
XaHusl cepebpa, Menu, KagMUs, CBUHIIA, TeJUIypa, IIUHKA, CYpPbMBI, Xe-
Jie3a, KobaipTa, MapraHia U XMMHUKO-CIIEKTPAIbHbII METO ONpeaeIeHUs
MBIIIBSKA M TEJUTYpa.

(M3menenHas pexakuus, Mam. Ne 2, 3).

1. OBIIUE TPEBOBAHUSA
1.1. Obmwue TpeGoBaHust K MeTonaM aHanu3a — mo FOCT 16274.0.

2. CHEKTPAJIBHBIN METOJI AHAJIN3A BUCMYTA MAPOK Bu2 u Bul

2.1. CymHocTh MeTona

MeTol OCHOBaH Ha BO3OYXIEHUM U PETrMCTPALIMH SMHCCHOHHOTO
CIIEKTpa MpoO6sbI.

OLEeHKY KOHLIEHTPAallMM 3JIEMEHTOB IMPOU3BOIAT ITyTEM CpaBHEHUSI
MOYEepHEHU M MHTEHCUBHOCTEN CIEKTPaJbHBIX JIMHUM B Mpobax M rpa-
IOYMPOBOYHBIX 0Opasiax.

Merton oGecrieduBaeT olpeneseHUE TpUMecel B IPOIEHTAX B KOH-
UEeHTPALIUSIX:

Hznaune odunnamHoe ITepeneuaTka pocnpemena
*
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cepebpa ot 5102 o 5-10_1;

CBUHLIA » 81071 » 3,0

MeIu » 11073 » 2-10_1;

xene3a » 51073 » 1-10_1;

CYpBMBbI » 51073 » 1-10—1;

HIUHKA » 51073 » 1-10_1;

MEIILESIKA » 1107 » 5.1073; | ¢ XMIMMYECKUM KOHLEHTPHPO-
TeJuTypa » 1.107> » 5.107°. [ BaHMeEM

2.2. Anmaparypa, peakKTUBBI ¥ PaCTBOPBI

Crnexkrtporpad ksapuesslif Tura MCIT-28 ¢ TpexIMH30BOM cUCTEMO#
ocBelleHUs] (MOXHO MCIOJNB30BaTh KBaplEBbil cnekTporpad cpenHei
UCTIEPCHH JTIOGOTO APYroro TUIIA).

Ocnabureny Tpex- ¥ IEBITUCTYTICHYATBIE.

I'enepatop wckposoit Tuma WUI'-2 wm WUI-3.

I'exeparop ayru tmna AI-2.

MuxpodoromMerp, NMpegHa3HAYEHHBI MIsI U3MEPEHHsS] MOYEepHEHUMH
CIIEKTPANBHBIX JMHUMA.

Turnu dapdopossie Ne 5 1 6.

Yamrku dapdoposbie Ne 2.

Turu Xese3Hbsle BMeCTUMOCTBIO 150—200 cm3,

[Meyp MydenbHas UAM TUTEABHAS C PETYISATOPOM TeMNEPaTyphi X0
600 °C.

H3noxHuua Uit OTIMBKM 3JIEKTPOJIOB IIWIMHApUIECKO# PopMbI aua-
metpoM 8§ MM, miuHOKU S0—100 MM.

Becsl aHaMTHYECKHE.

HamwibHUKY U 3aTOYKHU 3JIEKTPOIOB.

CraHoK IJIS1 3aTOYKM 3JIEKTPOIOB.

DotromnnacTuHKU criekrporpadpudeckue Tuna I nuanosuTHBHEIE.

DINEeKTPOLbl YTOMbHBIE M3 CITEKTPATBHbIX yIilei Mapku C-2; HIKHMM
¢ KpaTepoM riaybuHON 3 MM, AMaMeTpoM 4 MM H TOJIUMHOW CTEHOK
0,5—0,7 MM, BepXHHIt — 3aTaYUBAETCS HA YCEYEHHBIA KOHYC C IUIOIAN-
Kol muameTpoM 1,5—2,0 MM.

[Mpubop KBapueBBIil UL IIEPETOHKH BOABI M KHMCJIOT C KBaplLEBBHIM
XOJOOUIBHUKOM U MPUEMHHUKOM.

Kucnora azotHas OC.H.21—4 wmm OCY.21—5 no TOCT 11125 u
pasbarnenHas 1:1, 1:2.

Conp nuHaTpUeBas STWICHIMAMUH TETPAYKCYCHOM KHUCIOTH! (TPWIOH B)
o FOCT 10652, 10 %-usiit pacTsOp.

Kanpuwmit xopucrsiit no TY 6—09—4711, pactsop 0,05 Mosb/mm3.
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C. 3TOCT 16274.8—-77

AmMoHuit asoTHokucibiid mo FOCT 22867, 5 %-ublit pactsop.
AMMuak BoxHbIit ocoboit yuctoTsl no F'OCT 24147 u pacrsop 1:1.
KcuneHonosrlit oparxesbiii, 0,5 %-Hblil BOOHBIA pacTBOp.

Bucmyt asorHokuenenii o 'OCT 4110.

Bucmyt mapkn Bu00 mo T'OCT 10928.

CreKTpanbHO-YUCTBIT OKCHI BUCMYTA; FOTOBST CJIEAYIOIUM 00pa3om:
300—400 r Bucmyra mapku Bu00 pacrsopsior B 1000—1500 cm3 asoTHOMR
KHUCJIOTHI, pa3bapieHnoii 1:1. PacTBopeHHe MPOBOMAT OTHEAbHBIMHU ITOP-
musiMe 1o 40—50 r Metajpia. TlonydyeHHBIH pacTBOp HUTpaTa BUCMYTA
BBIITAPUBAIOT 0 CHPOMOOGPa3HOTO COCTOSIHMSI Ha BOISIHOI GaHe.

CnexkTpanTsHO-YHUCTHIA OKCHI] BUCMYTa MOXHO NMPUIOTOBUTH M3 a30T-
HOKuMcJoro BucMyTa. B atom ciaydae 300—400 r a30THOKHMCIOrO BUCMYTA
pacTBOPSIIOT B HEOOJBIIOM KOJMYECTBE JUCTHLUIMPOBAHHON BOIbI, MOX-
KMCJICHHOM a30THOM KHCJIOTOM, ¥ BHITAPUBAIOT PACTBOP A0 CUPONooOpas-
HOro coctosiHuA. ITomydeHHBIH rycToit pacTBOp MEepeNuBaoT HeGOMbLIN-
M1 nopumsmu (o 5—10 cM3) mpM TIIATENBPHOM NepeMeLIMBaHUM B
KOHWYECKYIO KOJIOy, comepxaiyio 2000 cm? Kunsiieyt BOIBL.

Ilpy 3TOM BHINAMAeT KPUCTAUIMUECKUN OCATOK OCHOBHOIO HHUTpPAaTa
BucMyTa. LI Jydinelt KpUCTAUIM3AUNH CONEPXXNMOe KOJIOBl BHOBb IO-
BOIAT OO KUIEHWA U OCTaBafioT Ha 2—3 4. Ilocie 3Toro ciaMBAIOT
pacTBOp, OCTABISISl OCaOK OCHOBHOrO HHWTpara BucMyTa. Ocafox OT-
GWILTPOBHIBAIOT Yepe3 IUTOTHEIN QUABRTP U [IPOMBIBAIOT TpU pa3a BOJOH,
TMOAXKMCIEHHON Aa30THOM KHCIOTOH, IMOCjE€ Yero OcCagoK IMEepeHOCAT B
KBAapLEBBIN CTaKaH, PACTROPAIOT M0OGABNEHUEM TopsYeil KOHIIEHTPHUPO-
BAHHOU a30THOM KHC/IOTHI, BHOBbH BBITAPUBAIOT IO CHPOINO0OpPA3HOTO
COCTOSIHMS, 3aT€M BBICYIINBAIOT, MpoKatuBatoT rpu S00 °C ro crneKTpaib-
HO-YHCTOTO OKCHIA BUCMYTAa M XpaHAT €ro B 3aKpbITOM GaHKe.

Bech Top3uonnbie Tuna BT, npexen p3senmuBanusa no 1000 mr.

Ilpumevyanue. [omnyckaercs npuMeHeHue TIpUOOpPoB ¢ POTOINEXTPU-~
YECKOW perucrpalMeil CIeKTpOB M IPYrUX CHEKTPAIbHBIX NPHOOPOB, APYrux
PEaKTUBOB, MATEPHAJIOB U (OTOIUIACTHHOK, 06eCIIeYHBAIOUIMX NONYYeHHUE MOoKa-
3areneil TOYHOCTH, YCTAHOBICHHBIX HACTOAWMM CTAaHAAPTOM.

(M3menennan penaxuus, Mam. Ne 1, 2, 3).

2.3. OnpeneyieHue coliepXaHusl cepedpa, CBUHLIA U MeIu

2.3.1. Hoaroroska npo6

CrnexTpaTsHOMY aHATU3y MOABEpPraloT MpoOhl B BUIE CTEPXHEH nua-
MeTpoM 8 MM 1 mHoi 50—100 MM.

TIpoGy oTouparoT JIOKKOK U3 KOT/Ia BO BPEMS pasNUBKU METAJLIA WK
PAacIIaBiAIOT MOPOIUOK METALTHYECKOT0 BUCMYTa IO CIOEM YIOJbHOTO
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roCT 16274.8—77 C. 4

NOpOLIKA B XXeJIE3HOM TUrJIe. PacruraBieHHslii BUCMYT OTIIMBAIOT B M3-
noxHuuy. IIpobsl m oOpasibl cpaBHEHMs 3aTa4MBAIOT Ha IUIOCKOCTb
HAITWIBHUKOM.

(A3menennan penakuma, Uam. Ne 1, 2, 3).

2.3.2. TlpurorosjieHHe 0OpPa3lIOB CPABHEHMA.

ToToBAT JUraTypy CBMHIIZ U BHUCMYTa, cepebpa M BUCMYTAa, MEIU U
BucMyTa. IlonydeHHbIe TUTraTypbl AHATM3UPYIOT XMMUYECKUMU MeTOTaMHU
U CILTABJISIIOT B HEOOXOMMMEIX ITPOIIOPUMSIX. 3aTEM JIUTaTypy pa3basisioT
BucMyToM Mapku Bu00 u monyyaiot o6pa3ib!l CpaBHEHMs, COlEpXallue
oIIpesieIeHHOe KOJTHIeCTBO npuMeceii (tabia. 1). KonueHTpauuio npume-
ceil B obpasnax CpaBHEHHSI YCTAHAB/IMBAIOT XWMWYECKUMM METOHAMM,
IPUBENCHHBIMUA B HACTOSIIEM CTaHIApTe.

Ta6anuua 1

Maccosas nons npumeceit, %
Homep obpazua
CpaBHEHMS
CBHHUA cepebpa Menu
1 3,0 0,50 0,020
2 1,5 0,20 0,008
3 0,8 0,08 0,003

[ITpuMevyaHue. MaccoBble ToH NpuMeceil B 06pasiiax CpaBHEHHsI MOTYT
OTJIMYAThCS OT YKA3aHHBIX B Tabnuue Ha +30 otH. %.

(M3menennan penakums, M3m. Ne 2, 3).

2.3.3. HpoBeneHne aHATH3A

B xauecTBe HCTOYHUKA BO3OYXIECHHUS MCIIOJB3YIOT HCKPOBOM reHepa-
top tMna WMI-3 unu WT-2, BKMOYEHHBIH MO CIOXHOM cxeme. Pexum
paboThl reHepaTopa:

CIUIa TOKa B MIEPBUYHOM Lienu TpaHcgopMaTopa — 1,2 A;

BCIIOMOTATEJIBHBIM UCKPOBOI IMPOMEXYTOK — 3 MM;

AHATUTUYECKUNA ITPOMEXYTOK — 4,5 MM;

BeMYKMHA MHAYKTUBHOCTH— 0,15 MT;

eMKocTh KoHneHcaTopa — 0,005 mxd.

Crnektpnr dotorpadupyror Ha crekrporpade Tuna UCII-28 ¢ tpex-
JIMH30BOM cHcTeMoit ocBelieHus. 1lupuHa menu crexrporpada 0,02 Mm.
Bkcrozummst — 45 c.

IMposiBteHue 1 GUKCUPOBAaHME TUIACTHHOK BEAYT, Kak ykazaHo B TOCT
16274.0.
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2.3.4. O6paboTka pe3ynbTaToB
IIprMeHseMble aHATUTHYECKWE TMHUU U TMHUU CPaBHEHUS IIPUBEIE-
HBI B Tabn. 2.

Ta6nuua 2

JUtvHa BOJIHBI aHAIMTHYEC-
OrpenensieMsiil 3N1eMEHT KOl JIMHHUY ONpeAensIeMOTo
3/IeMeHTa, HM

JIiMHa BONHbI JIMHUHM BUCMY-
Ta — 3JIEMEHTA CPaBHEHMA, HM

CauHel 244,62 249,95
Cepebpo 243,78 249,95
Mexap 327,39 279,87

KoHneHTpauuy rnpumeceil ompenensioT mo MeTony Tpex obpasnos
cpaBHeHus. Ilo Tpu criekTpa 06pa3LoB CpaBHEHMS U 110 LIECThb CIIEKTPOB
npo6 ¢otorpadupyioT Ha OFHON GOTOIUIACTHHKE.

Hamepsiror noYepHeHHe JIMHUN KaxIOW NpUMECH NIPH TTOMOLUU MHK-
podoToMeTpa S, ¥ JIMHUK CPaBHEHMS] Sp. Haxomsr pasHoOCTb Mexay
TMOYepHEHUSIMU THHU onpeensieMoil MPUMECU U JTUHMHU BUCMYT4, BLI-
OpaHHOH B KaueCTBE JIMHMM CPAaBHEHUS:

AS‘:SHP-SBI'

W3 tpex mapasUIeIbHBIX CIIEKTPOTPaMM OINPEAETISIOT CpeaHee apudMe-
TUUYECKOE 3HAYECHUE PA3HOCTU NNOUEPHEHUN AS

Ilo pesyasraTam ¢oToMeTpUpOBaHMS oﬁpasnon CPaBHEHUSI CTPOSIT
rpagyHdpoBoYHEle rpaduKu Uil Onpeae/IeHMsl IpuMece.

Ilo ocu opnuHAT OTKIANBIBAIOT Pa3HOCTM MOYEPHEHWH [PUMECH U
OCHOBHOI'O BeILIECTBa, a 10 OCU abcuuce — JorapudMel KOHIIEHTpaui
MpuUMecH B o0pa3ie cpaBHEHUSI.

CoaepxaHye NPUMECH B META/LIAYECKOM BUCMYTE HAXOISIT 110 U3BECT-
HBIM 3HaYEHHAM AScp 1O COOTBETCTBYIOIUMM IpalydpOBOYHBIM rpadu-
KaM.

CXOIUMOCTb METONIA XapaKTEPU3YeTCsd OTHOCUTENBHBIM CTAHAAPTHBLIM
oTknoHeHueM S He Gonee 0,03 npu onpeneneHuM CBMHLA, cepedpa U He
Gonee 0,1 — mpu onpeneaeHUN MEOH.

PacxoxnmeHue pes3y/bTaToB ABYX HapaJUiebHBIX oIpeneieHuil (d) u
pe3yJIbTaToB ABYX aHaMM30B (D) npu noBepUTeNbHOHR BepositHocTH 0,95
He [OJDKHO IpeBBbIIIATh JOIYCKAeMBIX PAacXOXAEHMH, YKa3aHHBIX B
Tabn. 2a.
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Ta6nuua 2a

PacxoxneHnue pesylib-
HanmeHoanue Maccosas uc;ém TaToB JIBYX napan- pegiffligﬁ?ﬁyx
3. 3JIeMeHTa, NEJBHBIX OTpefie-
JIEeMEHTa btk orp AHATH3OB,
CauHen 5102 1102 2102
1101 0,2 10! 0,310—1!
510! 110! 2101
810—! 0,210—! 0,310-1
Cepebpo 2,0 0,4 0,6
3,0 0,6 0,9
Menp 1103 0,310—3 0,410-3
1102 0,3102 0,4102
110! 0,310-! 0,4 10!
210! 0,6 10~ 0,810

Jlormyckaemble pacXOXIEHHS U MPOMEXYTOYHBIX MACCOBBIX HOJeM
PACCYMTHIBAIOT METOIOM JIMHEHHON MHTEPIONSIIMNA WIM 110 (GOpMyJIaM:

d=0,2f‘; %0,35 MpY OIIpeNeNeH CBUHIIA U cepebpa;

d=0,3C; D=0,4C= TIpY ONIpENENCHNH MEOH,

e C — cpenHee apudMeETHYECKOe PE3YALTATOB ABYX IMapaeNbHbBIX OT-
I o1 () (2474
C — cpenHee apudmeTHIeckoe pe3yIbTaTOB ABYX aHAJIM30B.

3a pe3ynbTaT aHATU3a IPUHUMAIOT CpefHee apupMeTHIECKOe pe3yiib-
TaTOB ABYX MNapaLIeNIbHbIX OIpefe/ieHUui, IO TpeM CIEeKTporpaMmam
KaXxoe, MoMy4eHHbIX Ha OJHOU (POTOTLIACTHHKE.

(Mamenennas pegakuusa, Mam. Ne 3).

2.4. OnpenesneHUe COAEPXAHUS CYPbMBI, XeJie3a, IIMHKA, MBIIIbSIKA U
TeJLTypa.

2.4.1. TlpurorosneHue npoObl [ist ONPELETCHMUS CypbMBI, XeJe3a, LIMHKA

1 r BUCMyTa moMelnaioT B ¢hapdopoBbiil TUTEb, TPUINBAOT S—10 cM3
a30THOM KHCIOTHI, pa3baBieHHOM 1:1, U pPACTBOPSIOT IIPH YMEpEHHOM
HarpeBaHuUM. PacTBOp BEINMApMBAIOT HOCYXa, OCTATOK IIPOKATHBAIOT B
tegeHue 30 MuH B Mydene npu 500 °C o mosyyeHUs OKHUCU BHCMYTA.
[MoxnroroBaeHHYIO MPo6y pacTUPAlOT B araTOBOM CTYIKE OO YACTHIL pas-
MepoM MuHyc 0,074 MM ¥ TiepenaloT Ha CIeKTpaibHbIi ananu3. Omnpene-
JIeHWe BeOyT U3 IBYX MapaUleJIbHBIX HABECOK.

(N3amenennas penakumsa, Asm. Ne 1, 3).
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2.4.2. TIpuroroBneHHe KOHIEHTPATa MEIIIBSIKA U TeJUTypa

KoHlieHTpaT MBILIBSIKA U TeJUTypa [T0TY4aloT TPHJIOHOMETPIYECKUM Me-
TOLOM, OCHOBaHHBbIM Ha CBOMCTBE KOMILIEKCOHATa BUCMYTa B AMMUAYHOMI
cpene (opu pH 8) ripu npnGarieHNK CONMY KAIBIIMS IEPEXOIUTh B KOMIUIEK-
COHAT KayblMsl. BhITECHEHHBI BUCMYT BBINANAET B BHAE I'MIOPOOKUCH,
YBJIEKasI ¢ OO0 MBILIBSK, TE/UTYD W IpYrve TPeXBAJEHTHBIE META/UTBL.

IIlects HaBeCOK BUCMYTA [0 3 I' IOMELIAIOT B KOHWYECKHE KOJObI U3
XKapOCTOMKOIO crekia BMecTuMocThio 250 eM3, npwmsator 15 cm? asor-
HOW KVCNOTHI, pasbaBieHHO# 1:1, 3aKppIBalOT YacCOBEIM CTEKIIOM M TIPH
YMEPEHHOM HarpeBaHuH pacTBopsor. [lociie pacTBOpeHust HaBECKHU YaCOBOe
CTEKJIO CHHMAIOT M PAcTBOP KMILTISAT JO YAAJIEHHS IapoB OKWCIOB a30Ta.
3atem mpwmBator 45 cM3 ropsiaero 10 %-Horo pactsopa Tpwiona b u
ropsiyeif Bojoit Jopoaar obwem pactsopa o 100 cm3. Ilocie storo
J0GABIAIOT MHIUKATOP KCHICHOJIOBBIN OPAHXEBbIM (2—3 Karuin) U TUT-
pytoT pactBop 10 %-HbIM ropsyumM pacTBOpoM TpuJoHa B xo mepexoxa
MaJIMHOBOI OKPacKH B XENTYIO.

PactBop HedTpanu3yioT aMmmuakoM o pH 5 mo MHAMKaTOpHOIL Symare,
TUTPYIOT TOPSTYMM pacTBOPOM TPpWOHA b 10 TIOSIBJIEHMSA XKEJITOro OKpaiiu-
BaHMs1, 00GABAAIOT 5 cM3 pacTBopa aMmuaka, pasbamnensoro 1:1, 4—5 cm?
pactBopa xnopucroro Kabiws 0,05 Mosb/IM3 ¥ KMIISTAT 2 MUH O Bhiazae-
HUS ocanka. M30BITOK XIOPHCTOrO KANBLKS PUBONMT K YBEIIMIEHHIO MACCHI
KOHIIEHTpPATa, T.€. YMEHbLIEHIO KO3 duleHTa o0oraleHus.

Ocamok OTCTAaMBAOT MPM CJAGoM HArpeBaHUMM B TedeHwe 15 MuH,
OUIBTPYIOT uepe3 IIOTHBIN GUIBTD M MPOMBIBAIOT rOPSTUUM S5 %-HBIM
PacTBOPOM a30THOKHUCIOrO aMMOHMSL. 3aTEM OCaIoK Ha (GHIBTpe pacTBO-
PSIIOT B HEGOJIBILIOM KOJIMYECTBE ropsideil a30THON KWC/IOThI, pa3baBieH-
HO! 1'2, cobupasi pacTBop BO B3BelleHHYIO (apdhopoByro HaluKy mas
BBIITapuBaHui. B 3Ty Xe yaliky coOGMpaloT pacTBOp elie OT ABYX Hapaji-
JIEIBHBIX HABECOK BUCMYTA. PacTBOp BHINMAPUBAIOT IIpH claboM Harpesa-
HMH, 3aTeM Ha ropsyei snexrporuiutke. Kpast octeiBrIe 4aluku o6MbI-
BaioT 2—3 cM? a30THOM KHCIOTHI M CHOBA BHINAPUBAIOT MpU ClabGom
HarpesaHuu. Ocagok npokanusaioT B mygene 30 mun npu 500 °C no
00pa3oBaHuA CIIEKTPATBHO-YMCTOTO OKCHIA BUCMYTA. YalIKu ¢ OKCHIOM
BUCMYT4 B3BEUIMBAIOT, OMPENS/AIOT MACCy OCagKd H YCTAHABIUBAIOT
k03¢ duLeHT 0boTaIeHUS NeIeHUEM MCXOIHOM HaBeckH 9 r (3 HaBecku
1o 3 r) Ha Maccy rojydeHHoro ocagka. KoHUeHTpaT nepeaioT Ha CIeKT-
paTbHEIN aHAN3. OMHOBPEMEHHO Yepes Bech XOI aHAIU3a ¢ KOMMYECTBOM
pEaKTHBOB, PAacXONyeMbIX Ha TPMU MAPAUIENBHBIX HABECKM, HPOBOIAT
KOHTPOJIbHBIH OIBIT 111 BHECEHUS TIONPABKU B PE3Y/bTAT AHAIM3A.
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2.4.3. IlpuroToBieHue o6pa3LOB CpaBHEHUS

10 r cHeKTpaNbHO-YMCTOr0 OKCUAA BUCMYTA PACTBOPSIOT B a30THOM
kucnote, npubasaior no 10 cm3 pacTBopoB, comepxammx 1 Mr/cm3
XeJe3a, CypbMBl, [IMHKA W MBIILIbSIKA.

PacTBOp BHIIAPMBAIOT JOCYXa, OCTATOK IpokanuBaior npu 500 °C.
OcTatoK cMauuBaloT Bonoit (2—3 cm3) u nobasnsior 10 cm3 crangapTHoro
pacTBopa Tetypa (KoHueHTpanus 1 mMr/cM3). OcTaToK BHICYIIMBAIOT IIPH
cnaboM HarpeBaHud. [IpuUroToBNEHHE CTaHZAPTHBIX PAcTBOPOB — IO
npuwtoxernio Kk TOCT 16274.1.

TMorywaror ocHoBHOI obpaselr, conepxanmii o 0,1 % xenesa, CypbMbl,
LMHKA, MBIILBAKA U TeJutypa. OOpasLibi CpaBHEHUS C CONEPKaHUEM IIpUMe-
ceit 0,03; 0,01; 0,003; 0,001 % roToBAT NOCNENOBATENBHBIM pa3baBlIeHUEM
OCHOBHOTO 06pasiia CpaBHEHHS CIEKTPAIbHO-YHCTHIM OKCHIOM BHCMYTA.

242 243, (Asmenennaa pexakuus, Asm. Ne 1, 2, 3).

2.4.4. TlposeneHue aHamM3a

HaBecku rmo 30 Mr moArotoBAeHHBIX Npob M 06pasHOB CPaBHEHHUS
MOMEILIAIOT B KpaTepbl YTOJbHbIX 3JMEKTpomoB. OT kaxmoi npobbl U
obpasiia cpaBHEHMS TOTOBST IO IBa 2JIEKTPOIA.

Cnextphl doTtorpadupyior Ha criekrporpade Tuna UCI1-28 ¢ tpexmn-
30B0i cucremoit ocpererus. Hlupuna mem — 0,025 MM, crta Toka Tyru
— 15 A or reneparopa tumna JII'-2. Okcrosuiust — 40 c. B kaccery nome-
AT IBe POTOTUIACTHHKY: B KOPOTKOBOJIHOBYIO O0JIaCTb CIIEKTpa — CITEKT-
porpaduyeckyio Tina II, B [NIMHHOBOTHOBYIO — JUATO3UTUBHYIO.

J1s MOCTpoeHUsT XapaKTepUCTUYECKOM KPUBOW HA Ty Xe€ IUTACTUHKY
dororpadupyroT CHIEKTp XKeje3a yepes IeBSITUCTYTIEHIAThblid OCiIabUTeNb.
Mposieienue y HUKCHPOBAaHUE TUTACTUHOK BeAyT, KaK ykazano B TOCT
16274.0.

2.4.5. OOpaboTKa pe3ylbTaToB

Ha monydeHHBIX CIIEKTPOrpamMMax W3MepsiioT modepHeHue (S,,4)
JMHUR CIEeIYIOUIMX JUIMH BOJH (Tabi. 3) ¥ MHUHUMAaJIbHOE TOYEPHEHUE
¢dona copaBa u ciieBa OT HUX.

Tabnunua 3

OmnpenensieMbliA 37IEMEHT JnvHa BONHBI aHATITHYECKOM JIMHMM, HM
XKeneso 302,06
Cypsma 231,15
Muuk 334,50
MBEIIBIK 234,98
Temnyp 239,57
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CpenHee U3 IBYX IMoYepHeHUW GoHa NPUHUMAIOT 32 KCTUHHOE [109ep~
HeHue (ona. M3aMepsioT crerneHb WHTEHCUBHOCTH JUISI IOCTPOEHUS Xa-
PaKTEpUCTUYECKON KPUBOM.

Ilo xapaxkTepucTH4YeCKOM KpHBOH (OTOILUIACTUHKY HAXOUAT COOTBET-
CTBYIOI[ME U3MEPEHHBIM [IOYEPHEHMSIM 3HA4EHUs Jorapu¢MoB UHTEH-
CUBHOCTH 11,4, 181,

1
Boryucsiior 3HaueHue lg 1—" , HaxomsT cpexHee apudmermyeckoe
o

Ppe3yJIbTaToB, TIOJYISHHBIX [I0 TPEM CIIEKTPOrpaMMaM KaXIOoro Ipagyupo-

BOYHOTrO 06pasua (lg —1] o M CTPOST IPaiyupoBOYHble IPaQuKu B

Iy

KOODJIVIHATAX g —[1 , 18C, tme C — coaepxaHue IpuMecH B oOpasiax
®

cpaBHeHMs B TpoleHTaXx. Bce pacyersl NPOM3BOAAT, MOJb3YSICh pacyer-
HBIM NpUGOpPOM.

Ilo momy4yeHHBIM TpafyUupOBOYHBIM IpaduKaM HaXOOSIT COAEepXaHue
IpuMeceif, COOTBETCTBYIOLIEE BEIYUCIIEHHEBIM ISt P06 3HAYCHUSM

A
[+7)e

PacxoxpaeHusi pe3yjbTaToB IOBYX TApaJUIENbHBIX onpeaeneHuit (d) u
pe3ynbTaToB ABYX araan30B (D) mpH moBepuTebHON BepoaTtHocTd 0,95
HE [JOJDKHBbI NPEBBIIATH NOITYCKAEMBIX PACXOXACHMIA, YKAa3aHHBLIX B
Tabi. 3a.

Ta6nuua 3a

PacxoxueHue pesyih- | Pacxoxnenue pesysb-
Haumenosanne Maccoasi gosst ¥
31eMeHTa ajieMeHTa, % T}‘::;(B (ﬁgug;gm?n% TaroB ABYX aHAIU30B,
Keneso 5104 2104 2104
’ 110-3 0,310~3 0,4 10-3
510-3 2103 2103
1102 0,310—2 0,410—2
2102 0,6 102 0,810—2
Cypema 5103 210--3 2103
T
unk } 110-2 0,310~2 0,4 102
210-2 0.6 10~2 0,8 10-2
1
Mbuubsk | 1103 0,4 10~5 0,6 10—5
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Iipodosncenue mabn 3a

HauMeHoBarme Maccopas mons PacxoxneHue pe3ynb- | PacxoxneHue pesyib-
3JleMeHTa 3neucrrraf(% T::&‘Qi“g:ﬂg:gmf";’ TaToB nBy);baHaJmsoB,
Texnyp 5105 2105 3105
1104 0,410~ 0,6 10—
5104 2104 3104
110-3 0,410-3 0,6 103
| 210-3 0,8 103 110-3

HJomyckaeMbple pacXoXICHHUS IS IPOMEXYTOYHBIX MAacCOBbIX
IoJjied pAacCYMUTHIBAIOT METONOM JIMHEHHOW MHTEPIIOASIMA HIM 110
dbopMmynam:

d=0,32’; D=O,45 MIPU OMpPEIEICHHU Xelle3a, CYPbMbl ¥ LIMHKA;

d=0,4C; D=0,6C= NPH ONIPEJENCHUM MbILIbSIKA U TEJUTypa,

rie C— cpenHee apidMETHIECKOE Pe3yThTATOB ABYX aHAIN3O0B;

C — cpenHee apudMeTHYECKOE Pe3yIbTaTOB NapaJule/bHBIX OIpeae-
JIEHUHA.

3a pe3ynbTar aHAJIM3a MPUHUMAIOT CpegHee apudMeTHIECKOe pe3yiib-
TATOB J[BYX NapaUICAbHBIX ONpEAEICHUH, [TOJydeHHBIX Ha ONHOIl doTo-
ITACTUHKeE ([IPH ONpeAe/IeHUH MbIIUBSIKA M TeJUTYypa FOTOBSIT IBa KOHIIEHT-
paTa, Kax/blif U3 KOTOPHIX IOJNY4al0T OObeIMHEHHEM PACTBOPOB OT Tpex
HaBECOK BHCMYTA).

244,245, (Navenennas pepakuua, Mam. Ne 2, 3).

3. CIIEKTPAJIbHBIY1 METOJ] AHAJI3A BUCMYTA MAPKH Bu00

3.1. CymHocTh MeTONA

Merox ocHOBaH Ha BO30YXICHHM M PETMCTPALVH CIIEKTpa 2JIEMEHTOB
OCHOBBI M [TIpUMeECeH B Ayre NOCTOSTHHOTO TOKa. KomyecTBeHHYIO OLIEHKY
COAEPXKaHMsl pUMeceil MPOBOAAT METONOM CPaBHEHUS MHTEHCUBHOCTEM
CIIEKTPOB NMpo0 ¥ 06pa3loB CPaBHEHHUA.

TIpaMoii ciekTpanbHBIA MeTol obecrieyuBaeT onpeneieHrue IIpuMeceit
B METAJUIMYECKOM BHCMYTE B IPOLICHTAX B CJIEAYIOLMX KOHLEHTPaUUsX:

cepebpo or 3.107% 1o 3-10_4;

Menb » 3107° » 1-10_3;

KanMtii » 1107° » 11073
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TEJULYP » 31074 » 3-10—2;
CBUHEI » 31073 » 2‘]0'2;
UMHK » 11073 » 1107k
cypbMa » 3107% » 1~10_2;
Kese3o » 31074 » 3-10‘2;
KOBAIBT » 11074 » 1-10—2;
Maprasei| » 1-1()'5 » 31074,

(A3menensas penaxums, Wsm, Ne 2, 3).

3.2. AmnapaTypa, peakTUBBI U pacTBOPBI

Cnexrtporpad xBapuessiii Tnma MCII-28 ¢ TpexamH30BOM cUcTEMOI
ocBelleHMs1 (MOXHO HCITONIb30BaTh KBApUEBHIA crekTporpad cpenHei
JMUCTiepCUH JII0OOro APyroro TUma).

Ocnaburenu Tpex- U AEBSITUCTYIIEHYATHIE.

I'eneparop ayru tuna JAI-2.

HICTOYHMK ITOCTOSHHOrO TOKa, 00ECTeYMBAIOIIUI HaNpsLKEeHUE HeE
MeHee 200 B u paccuuraHHbIf Ha Harpy3Ky He meHee 30 A.

MuxpodoToMeTp, MperHa3HAYEHHBIN Ui K3MEepPeHUs] MOUepHEeHUH
CIICKTPAIbHBIX JJUHUM.

Becrbl aHaMTHYECKUE.

DneKTpobl YTOJbHbBIE U3 CHEKTPAIBHBIX yrilei Mapky C-2 — HUXHUM
C KpaTepoM TUIyOMHOI 6 MM U IMaMeTpoM 4,5 MM.

CTYIKH M MECTUKH CTATbHbLIE U araToBbIe.

DoromnacTuHkU criexrporpadpudeckue turos I n YOIII.

CrtaHOK JUIsl 3aTOYKM YrOJIBHBIX 3JEKTPOXOB.

BOKCHI, KIOBETBI, CTEKJISHHBIE KONMAYKH JUI XPaHEHHUS 3EKTPONOB.

®opman o TOCT 1625.

Crupr a1rioBbsilt pexkTudukopanubiit o FOCT 18300.

®enon o TY 6—09—5303 wm et MemuunHckuit b®-6, pasdas-
JIEHHBIA 3TWIOBBIM ciipTOM 1:5.

bBakenuToBBIN KJIeit; TOTOBSIT CleAyIOLHM o0pa3oM: 25 r ¢penoma u 25r
dbopMaHa TTOMEILIAIOT BO B3BEHIEHHYIO (hapdOpOBYIO YalIKy U HAarpeBa-
0T Ha BOIOSIHOM GaHe, 3aTeM H06aBIdIOT 5—7 cM? aMMMAaKa M CTaBAT Ha
BOISTHYIO KMTLANIYIO 6aHI0 (AMMMAK TOTOBSIT HACHIUICHUEM TPUIUCTHILIATA
Bonbl). Kieit Bapsit 5—6 4, rroMenBast Majioyko 1o TeX Mop, IoKa OH
HE CTaHeT XeJITO-sIHTapHbIi, Mpo3payHblil. BEITSAHYyTas KBapLEeBON Majloy-
KO HMTH KJesl NOoJoKHa OBITh TOHKOM W XpYNKOW, KNed He IOJDKEH
naxHyTb. Koraa xieit rotos, ero B3BeLIMBAIOT M Cpa3y JOOaBISIIOT CIIUPT
1S TIoydeHust S %-Horo pactTBopa.

BakenuToBBI K€ XpaHSIT B CTEKIAHHON OaHOYKE C IMpUTEPTOHt
NpoOKOH.
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Becw! Top3uonneie Tuna BT, npenen B3pewrnBanust 10 1000 mr.
O6pasiibl CPaBHEHHSI, IPUTOTOBJIEHHEIE TI0 MPIIOXEHUIO.
(Mi3menenHas penaxums, Mam. Ne 1, 2, 3).

3.3 TloarotoBka mpob

5—10 r METALIMYECKOIO BUCMYTa IpOOST IO MOPOIIKOOOPA3HOIo CO-
CTOSHMS, PACTUPAIOT B araToBoi cTymnke. [TopolIok MeTajiia CMEIMBAIOT
B KBapleBOM TULNE ¢ rpadHuTOM MOPOIIKOBLIM B cooTHomeHuu 30:1. K
cMecH To6aBIAIOT 5 %-Hblil CIUPTOBOM PacTBOP GAKEIMTOBOTC KIIEST WM
crupToBoro pacrsopa Kies b®-6 us pacyera 2 cM3 Ha 25 r mopomixa.
CMech TIIATEBHO pa3MeUIUBaloT, noncymuBaioT rpu 100 °C u pactuparor.

(A3menennan pexakums, Usm. Ne 1, 2).

3.4, (Mckmouen, H3m. Ne 2).

3.5. IlpoBsenexue aHanM3a

VYrobpHBIE 3MEKTPOABI PEABAPHTENBHO OOXHUTAIOT B IyTe MOCTOSHHO-
ro Toka cwioit 12 A B TeueHue 15 c.

TToce o6Xura B KpaTep YroJBHOTO 3JIEKTpoAa 3arpyxaor rno 30 mr
nopoliKa npodsl M 06pasLoB cpaBHeHud. Ui xaxnoro obpasia cpaBHe-
Hust GepyT 110 TPH, TIPoObI — 110 IECTh HABECOK.

st perdcTpauuy CeEKTPOB UCTIONB3YIOT criekTporpad tuna MCIT-28
C TpexJIMH30Bo#i cucreMoil ocseuieHus. Illupuna wenu — 0,01 MMm.
Mepen wensio criekTporpada yCTaHABIMBAIOT ABYCTYIEHYATHIA OCcHabu-
TeNb co cTyneHpkamu nporryckaemoct 10 u 100 %. IIpo6sl 1 o6pasibl
CPaBHEHHS CXUTAIOT B AyTe ITOCTOSHHOTO TOKA ciiioit 12 A. Dkcno3uius
— 2 MuH. CriexTpsl 06pa3LoB cpaBHEeHUs U Tpob doTorpadMpyroT 1o TpH
pasa Ha IBYX MapaUTe/IbHBIX [UIACTHHAX. XapaKTepHCTHYECKYIO KPHBYIO
(OTOTUTACTUHKHM CTPOAT Mo MapkKaM uHTeHcuBHoct (TOCT 24977.1,
IpWIOXEHHE 2).

Iposienenue U pUKCUPOBaHHUE ILTACTHHOK BEAYT, KaK ykaszaHo B TOCT
16274.0.

3.6. O6paboTKa pe3yIbTaToB

IloncyeTt pe3ybTaToOB aHAIM3a MPOBOMAT, KAK yKa3aHo B 1. 2.4.5.

[IpuMeHsieMble aHATUTHYECKUE JIMHUY TMPUBENEHB! B Tab. 5.

Ta6nuna 5

JUiMHa BOJTHBI AaHAJTMTHYECKOM JIMHHUH

OnpenensieMuiit anemenT ONpe/IeNsIEMOr0 3NeMEHTa, HM

Cepebpo 328,07
Mens 324,76
Kammuir 228,80
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lpodonwcenue maba. 5

WHA BOJTHHW aHATHTHYECKON JIMHAU
OnpencnAeMAIA NEMEHT o ONpeleAseMOro IEMEHTa, HM
Temwryp 238,57
CBuHel| 283,31
IIuuk 334,50
XKeneso 271,90
Mapranen 279,48
CypbMa 259,81
KoGaner 341,26

CX0OIUMMOCTh METOJA XapaKTepU3yeTcsl OTHOCUTENBHBIM CTAHIAPTHBIM
otkioneHueM S He Gonee 0,2 npu onpeneieHny cepebpa, Meu, CBHHIIA,
KobajibTa, MapraHiia, CypbMbl, Xejie3a H He Gojee 0,3 — rpu onpeneie-
HAM KQIMUs, TeJUTypa, LXHKA.

PacxoxneHuss pe3yJbTaToB JBYX NapajuleNbHBIX omnpenencHuii (d) v
pe3yJIbTaToB ABYX aHau30B (D) mpu moBepuTenbHOM BeposTtHOCTH 0,95
He JOJIKHB! IpeBhINIATh 3HAYEHNH, YKa3aHHbBIX B TA01. 5a

Ta6nuna S5a

PacxoxneHme pe3ynb- | PacxoxmeHue pesyin-
HaumeHoBaHKe MaccoBas fons
37IEMeHTa aneMeHTa, % %Bfigngzgmf”; TaToB nny)gﬁéananmon,
Cepebpo 3106 1106 2106
Mens 1105 0,410-5 0,6 10—3
3105 110-3 2105
1104 0,410—4 0,6 10—4
3104 110-4 2104
CaHHell 3103 110-3 210-3
1102 0,410—2 0,6 10—2
2102 0,8102 1102
Kobaner 110~ 0,410 0,6 104
5104 210—4 3104
1103 0,410-3 0,6 103
5103 210-3 3103
1102 0,410—2 0,6 10—2
Mapranen 110-3 0,410-5 0,6 105
2105 110-3 2105
110—4 0,4 104 0,6 10—
3104 110—4 2104
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Ipodonncenue mabn 5a

PacxoxnmeHue pesynb-

PacxoxneHne pesynb-

Ha.HMeHOBaHHC MaccoBast A0
3]IeMeHTa 91eMeHTa, % ?mntgpyénqmag:;mﬁfn%- Taros My’ééa"a"mw 4

CypbMa 3104 1104 2104
1103 0,410-3 0,610—3
3103 1103 2103
1102 0,4 10—2 0,6 102

Keneso 3104 1104 210
1103 0,410—3 0,610-3
3103 1103 2103
1102 0,4 102 0,6 102
3102 1102 2102

Kammuit 110-5 0,6 10—5 0,810—5
3105 2105 2'10—5
1104 0,610—4 0,810~
3104 2104 2104
1103 0,610—3 0,810-3

Tenmyp 3104 2104 2104
110-3 0,6 103 0,810-3
310-3 2103 2103
110-2 0,6 10-2 0,8 10-2
3102 2102 2102 -

unk 1103 0,610—3 0,810—3
3103 210-3 2103
1102 0,6 10—2 0,810—2
2102 2102 2102
110! 0,6 10! 0,810-1

JomyckaeMple pacXxoXHeHMs Uil TIPOMEXYTOYHBIX MAacCOBBIX AOJIEH
DAaCCYMTHIBAIOT METONOM JIMHEHHON MHTEPITONALMU WM 110 dhopMyiaM:

d=0,4f‘; D=0,6(,_‘ TIpH oIpejie/IeHUH cepebpa, Meau, CBMHIIA, KOOabTa,
Maprasiia, CypbMbl 1 XeJIe3a;

d=0,6f'; D=0,85 TIpH OlpelesieHN! KaAMUs, TeJUTypa U LUHKa,
rie C — cpexHee apiudMETHIECKOE PE3YNLTATOB IBYX aHATU3OB,

C — cpennee apudMeTIYecKoe pe3yNbTaTOB MapaUiebHEIX ONpene-

JICHWH

3a pe3yabTar aHanu3a IPUHUMAIOT cpefHee aprudMeTHIeCKoe pe3yib-
TaToB [BYX IApAJUIENBHBIX OIpeleNieH!i, 0 TpPeM CIEeKTporpaMmmaM
Kax1oe, MOJY4eHHbIX Ha OfHOM (HOTOILIACTUHKE

35, 3.6 (M3menennas pemaxums, U3m. Ne 1, 2, 3).
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ITPHITIOXEHHE
Ob6a3amenvroe

IIPUTOTOBJIEHUE CTAHJAPTHBIX PACTBOPOB 11 OBPA3IIOB
A TIOCTPOEHMA 'PALYUPOBOYHOI'O TPA®UKA

OCHOBOH [UIS NPUTOTOBJICHUs] 0OPA3iOB CPaBHEHUS CIYXUT BHCMYT MapokK
Bu0000 mwm Bu000 IIprMecn BBOAAT CTaHAAPTHBIMM PacTBOpPaMM Ha rpadur
TIOPOLIKOBEIM, KOTOPLIH CMEUMBAIOT B cooTHolieHnu 1 30 ¢ BucMyToM

CraHIapTHbIE PACTBOPBI TOTOBAT Mo mpuinoxernio Kk 'OCT 162741 ¢ mo-
TTOTHEHUEM

CradngapTHbiit pacTBOop B Meau v KagMus B MepHYIO K010y BMECTUMOCTRIO
100 cM3 mepenocaT mo 10 cM? craHZAapTHBIX PAacTBOPOB A, COAEPXAIIMX IO
5 mr/cm3 Meau v Kagmust JIoBoAAT 0 METKH BOMO, IepEMEITHUBAIOT

1 cM3 pactBopa B conepxut 1o 0,5 Mr Meau ¥ KagMusi

CrannapTHbiif pacrBop [ MapraHua u cepe6pa. B MepHYIO KOJIOY BMECTHMOC-
Tp10 100 cM3 nepeHocaT no 10 cM3 cTaHAapTHBIX pacTBopoB B, conepxanmx no
1 Mr/cm3 mapraHua u cepebpa JloBOAAT O METKU BONOH, NepeMEIINBAIOT

1 cM3 pactBopa [I comepsxut o 0,1 Mr mapravua w cepebpa

O6pa3zent cpaBHeHHst Ne 1. B KBapleBy10 WM (HTOPOILIACTOBYIO YAlUKY ToMe-
maoT 2 r rpacduTa OPOIIKOBOTO ¥ pacyYEeTHOE KOJMUYECTBO CTAHIAPTHBIX PACTBO-
pOB, YKa3aHHOe B Tabiuile.

PacTBop BhINapuBalOT JOCYyXa Iol MHGPaKpACHOM JaMIIOi NP TeMIlepaType
(100+10) °C

MetonoM nocnienoBareibHOTO pastaeieHns obpasma Ne | ¥ KaXzporo BHOBb
TIPUTOTOBJIEHHOTO 06pas3iia rpadMTOBEIM IIOPOLIKOM B 2— 3 pasa Noy4yaioT CepHIo
pabounx o6pa3loB cpaBHEHUS

ITo 1 r xaxnoro U3 NMPHTOTOBIIEHHKIX OOPA3LIOR NIOMENIAIOT B CTYTIKY, A00aB-
ot o 30 © Menxou3MeabueHHOro BucMyra Mapox Bu0000 wim Bu000, Tira-
TEABHO MEPETUPAlOT. 3aTeM B JBa TpUeMa No 2 ¢M3 AOGABISIOT CIMpPTOBOM
pacTBop GakenuToBOrO Kies wiu kiess B®-6, Kaxipiif pa3 BHICYLIABAs PACTBOP
kied npu temneparype (100:10) °C, 1 BHOBb epeMeIMBAIOT.

OG6pasiupl cpaBHEHHMS XPaHAT B Ol0Kcax Wi GauKax ¢ KpblIIKaMH.

KonMH4ecTBO CTAHHAPTHORO PACTBOpA, CM, Maccogast nons
HeoOXxouMoe IsA H3TOTORNeHUA obpasta Ne 1 npuMecH, %, B

OnpenesnseMbIi pacyere Ha 30 r

JIEMEHT BycMyTa (rpapur

pacteop 5 Mr/cm? pacrsop B pactsop [ I:;?a‘:;ommyrxolnggg

MapraHen - — 1,8 0,0003
Cepe6po - —_ 1,8 0,0003
Kagmuii — 1,2 — 0,001
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IIpodonxcerue mabauyot

KomuecTBo cTaHAapTHOTO PacTBOPa, CM,
HeoOXomaMoe i H3roToBIeHNs obpasia Ne 1

Maccoras gons
npumecu, %, B

OnpenciAemei pacuere Ha 30 r
37IEMEHT BrCMyTa (1pa dzm'
pacTBop 5 mr/cM’ | pacTeop B pactBop [ r;}?d%"“l;ll_"‘)l";’z)’;
Menn —_ 1,2 _ 0,001
Kobansr 1,2 _ _ 0,01
CypbMa 1,2 _ _ 0.01
Xeneso 3,6 - _ 0.03
Tewtyp 3,6 _ _ 0,03
CsuHell 3,6 _ _ 0.03
LuHk 12,0 - _ 0.1

(Asmenennas penaxums, Mam. Ne 2, 3).
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