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Hacrosmumii craHpapT He MoOXeT OBITH MOJTHOCTHIO WM YACTHIHO
BOCITPOU3BEACH, THPAXUPOBAH M pacpoCTpaHeEH B KAUecTBE
odHIIHATEHOTO U3NaHu Ha Tepputopun Poccutickoit ®enepainiu
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MEXTIOCYZAPCTBEHHB U CTAHIAPT

MATHUHM IIEPBUYHBIN

ChekTpaibHbiii METOI oapeleNeHHsA KpeMHHA, XKele3a,
HHKeJs, ANIOMHHAA, MeIH, MapraHua M THTAHA

Primary magnesium.
Spectral method for determination of silicon,
iron, nickel, aluminium, copper and manganese

OKCTY 1709 OKC 77.100

Jlata sBeaeHna 1997—01—01

HacTosuii craHmapT ycTaHaRTMBAET CIeKTPaIbHBI MeTo ollpeneie-
HUS KpeMHMs, Xeje3a, HUKeIs], ATIOMUHHUS, MeIU, MapraHiia ¥ TUTaHA B
TIEpPBUYHOM MarHUH. ‘

MeTon No3BosieT ONpeNcINTh MACCOBLIE JOH 3JIEMEHTOB, %:

kpemunit or 0,002 go 0,050

xenezo  » 0,002 » 0,050

Hukenr  » 00,0005 » 0,003

amoMuHui » 0,0020 » 0,050

Menb » 0,0003 » 0,02

Mapranen » 0,0010 » 0,05

TUTaH » 0,0020 » 0,02

Merton ocHOBaH Ha Bo30yXKIeHHH aTOMOB MarHusl ¥ onpeaesieMbIX 3J1e-
MEHTOB JYTOBBIM Pa3psiioM WIH pa3psiaoM BBICOKOBOIBTHOH MCKPHI, pa3-
JIOXCHUH H3JIyYCHHUS B cIIeKTp, poTorpaduieckoil wiy ¢oTosnekrpuiec-
KOY pervcTpalluy aHATMTUIECKHMX CUTHAIOB, IIPONOPLIMOHAILHBIX UHTCH-
CHBHOCTHU W JIOTapriMy UHTEHCHBHOCTH CTIEKTPAIbHBIX IMHMIA U ocIe-
LYIOIIEM OTIpeAeNieH MM MACCOBOM TOJIM 3/1eMEeHTOB B 0Opaslie C TOMOLIbIO
TPaJlyMpOBOYHBIX XapaKTCPUCTHK.

H3nanne opuuuaibaoe
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1. OBIIUE TPEBOBAHUSA

1.1. O6wue TpeGoBaHms K MeToay a”Hamza — no FOCT 25086.

1.2. 3a pesyabprar aHamM3a IPMHUMAIOT cpefiHee apHPMeTHIECKOE pe-
3yAbTATOB JBYX NMAapaJUICIbHBIX OIpeNeNeHHIA.

1.3. [Ins nocTpoeHUs rpafyupoBOYHBIX rpaUKOB UCIIOIbL3YIOT CTaH -
IapTHbIe obpa3Lbl. Kaxnas Touka rpagyapoBOYHOTO rpadhiKa CTPOHTCS IO
CpeHeMy apu(hMETHYECKOMY PE3YILTATY ABYX NapalIeIbHEIX OIIpeesic-
HHI.

2. AIIIIAPATYPA, PEAKTHMBBI 1 PACTBOPBI

2.1. OGulero HazHAYeHUS

YuusepcannHbId reHepatop Tuna YI'9-4, UBC-28 unu aHanoruyHeie
NPUGOPHI.

ToxapHstit craHoK THNA TB-16 WiH.aHAIOTUYHEIE CTAHKH.

Pesnpl TokapHsle (hacoHHBIE C PAONYCOM KPUBH3HEL ~ 5 MM.

KoMiviekT craBzapTHBIX 006pa3LoB ¢ AHANa30HAME IIPUMECHBIX 3JIeMEH-
TOB, OXBAaTHIBAIOLIMMHU IIPelieAbl COACPXaH Ui 3JIEMEHTOB B IEPBHYHOM Mar-
HuH (Tuma Mr I'CO 5162-—5170).

Cmupt stinossrnii — nio 'OCT 18300.

Bsazs — mo I'OCT 11680.

batuct — o TOCT 8474.

TIuHuer — no T'OCT 21241.

2.2. HIpu dotorpaduuecko permcTpallii CHIEKTpa

Cnexrporpad KBapiiebblii cpennen nucnepeuu Tuna MCII-30 wim ana-
JIOYMYHbIC IIPUOOPEL.

Crexrponpoekrop Tina CI1-18 unm ananornusbie npubopsI.

Muxkpodoromerp Tuna M@-2 uiv aHaIorudHble IpUOOPH.

DotornacTunku criekrporpadudeckue tunos: U, 3C, YVOUI, [TPC u
apyrHe.

IposiBuTeNH:

pacTBop A:

Boaa auctTyumpoBanHas o 'OCT 6709 — 1000 cm?;

MeTo (mapa — MetiwiaMuHodeHocyabdar) no FOCT 25664 — 1

HaTpUil cepHMCTOKMCHBIH  (cynbduT HaTpusl) O6e3BOJHBIH IO
TOCT 195 — 76 ;

ruapoxuHoH (napanuokcuberson) no F'OCT 19627 — 5r;
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pactBOp b:

Boza aucTwinuposaHHas o TOCT 6709 — 1000 cm?;

HaTpuii yriexkucianii 6e3sonusbiii mo TOCT 83 — 20T

Kayuil 6pomucTsiit o 'OCT 4160 — 1 1.

Ilepen npostneHneM pacTBOpsI A U B cMellMBalOT B 06bEMHOM COOTHO-
menuu 1:1.

Qukcax:

Bona mucTwmposagHas o TOCT 6709 — 1000 cm?;

THOCYNbGaT HaTpud (THrnocyibdaTr HaTpUs) 1o FOCT 244 — 300 1;

HaTpHIt cepHUCTOKUCIbINA Ge3poanslii o [OCT 195 — 26 .

2.3. lomyckaeTcs IpUMeHeHHe TIPOSIBUTENS M (pHKcaXa APYTHX COCTa-
BOB, HE YXYIUAIOIMX KadecTBO (hoTorpaddeckoil perucTpalMy CieKTpa.

2.4. I1pu doTOo3NMeKTpUUSCKON peruCTpally CIICKTpa

YcraHoBKa doTosnexrpudeckas tutma JJPC-36, MOC-8 unu aHaormd-
HbIE TIPUCOPEHI.

3. IIOATOTOBKA K AHAJIN3Y

[1po6y OTIMBAIOT B BYX-YETHIPEXCTEPXHEBOMH METAJUIMIECKIUI KOKWITH
IHAMETPOM 9 MM ¢ IUIOTHBIM 3aMKOM, 4TOOBI H36€XaTh 3anuBoB. OTIuTasd
npo6a JOoJDKHA OBITh IUIOTHOM, 6€3 PaKOBHH M IIUIAKOBLIX BKITIOYECHHIA.
DJIEKTPOMIBI OTPE3AIOT OT JIUTHUKA, KOHIIbI 3/IEKTPOOB 3aTaYMBAIOT Ha TO-
KapHOM CTaHKe Ha noftycdepy. IIpu nosiRIeHUH paKOBUH Ha cepuIecKoi
TIOBEPXHOCTH EKTPOa, TIOCTIeJHHH 3aTaYlBaloT [0 TeX MOP, MOKA He UC-
YyesHeT nedexT.

4. IIPOBEAEHHWE AHAJIM3A

4.1. UsMepenus Ha criekTporpade IpoH3BOIAT IPH OCBEUIEHHUH HIETH
TPEXTUH30BLIM WIH OHOJIUH30BBIM KOHACHCOPOM C TIOTHOCTHIO OTKPBITOM
TIpOMEXYTOYHOH ArachparMom.

Tl BO3OyXIeHHS CIICKTPAa aTOMOB KpEMHHA, Kejie3a, HUKEJIs], JTIOMU-
HHsI, Med, MapTaHia ¥ TUTaAHa HCIOJBL3YIOT AYTY NCPEeMEHHOTO TOKa C
TIapaMeTpaMy paspsina: ciwia Toka — (4,0 £ 0,2) A, BpeMs IpeABAPUTEIBHO-
ro o6xura — (5 £ 1) ¢, BpeMst 3KCIIO3ULMH TOAOMPAIOT B 3aBUCUMOCTH OT
4yBCTBUTENbHOCTH (GOTOTUIACTHHOK, AaHATUTUYCCKUI TIPOMEXKYTOK MeXIY
IBYMsl ONMHAKOBEIMU aekTpogamu — (2,0 £ 0,1) MmM. Besmunny npome-
KYTKa M3MEPSIOT 1O AGIOHY 1 METOy TEHEBOH MPOCKIUH.
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He nonyckaercs nuadparMupoBaiie MCTOYHUKA CBETA, H3TYYAIOLIETO
o0naka OyTH BRICTYTIAIOUTMMY KpasiMy TIpoGhl WIH ollpaBaMHM [eTaIEH KOH-
IeHcopa WK criekTporpada.

Ha onnoit dporonnacrunke gpororpadupyioT B OAMHAKOBBIX YCIOBHUIX
CTaHAapTHBIE 0Opa3libl ¥ TPoOkI He MeHee YeM 110 [JBa pasa.

4.2, ]l n3amepeHMii MacCoBO IOJIU aMIOMUHUS, MEIH, MapraHIia, KpeM-
HHs, XeJe3a, HUKes Ha (POTO3/IeKTPUIECKON YCTAHOBKE HCTIONL3YIOT s
BO3OYXIEHHUs CIeKTpa AYTy NEPeMeHHOTO TOKa C ITapaMeTpaMM pas3psaa:
cwia Toka — (2,5—4,0) A B 3aBUCUMOCTH OT YyBCTBUTENBHOCTH (HOTOYM-
HOXWTeNe}; RalpsDKeHne Imraoiiel cetu — (220 £ 10) B, daza nomkura
— 90°, 9acroTa cnefnoBaHud pa3panos — 100 uMin / ¢, pazpsanHasl HHAYK-
TUBHOCTb — 10 MKI'L1, paspsimHoe conpoTtupaeHne peocrara — 1,5 OM.

AnanuTudeckuyi mpoMexyrok — (2,0 + 0,1) MM ycTaHaBIMBAKOT 110
HM3MEPUTEILHOM 1IKAJIE OTCYETHOTO HapabaHa Wi IabJIoHy.

4.3. 3MepeHne MaccoOBOii 10JIM TUTaH2 Ha (POTOIEKTPHUYECKOM yCTa-
HOBK® NPOU3BOJISAT, UCTIONE3YS 11 BO3OYKASHUS CTIEKTPA BLICOKOBOJIBT-
HYIO MCKpY IeHeparopa YI'D-4 c mapaMeTpaMn paspsaa: HanpsoKeHHe TIH-
Tapomeit cetn — (220 + 10) B, paspsanusiii Tok — (2,0—4,0) A, cxema
«CTIOXHAA», BeJIMYMHA BCTIOMOTATENBHOTO IpoMexXyTka — (3,0 £ 0,1) MM,
€MKOCTh KOHJIeHCaTopa pa3psnHoro KoHrypa — 0,02 Mxd, paspsanHas uH-
nykTuBHOCTE — 10 MKI'H, wacToTa paspsinos 300—400 I'u, asanuTHYeCKuMi
npoMexyrok — (2,0 = 0,1) MM, 6e3 o6xura, BpeMsa MHTETPUPOBAHUS —
OpPMEHTHPOBOYHO — 90 ¢, B 3aBHCHMOCTH OT YYBCTBHTEILHOCTH (POTOYMHO-
KUTEIS.

4.4. JomyckaeTcsi IpUMEHEHHe APYTHX IPHOOPOB, 060PYIOBaHMs, MaTe-
PHAJIOB, PEXVMOB BOZOYXKISHNS U PETHCTPALINY CTIEKTPATBHBIX TMHMHA IpY
YCAOBHSIX TTOTYYSHMSI METPONIOTMYECKHUX XapaKTePUCTHK, OTBEYAIOIIMX TPE-
foBaHMAM HACTOAIIETO CTAHAApTa.

5. OBPABOTKA PE3VJIBTATOB AHAJM3A

5.1. MaccoBsie nonu puMeceii pu paboTe Ha crieKTporpade onpee-
10T, HOTOMETPHPYS CTIEKTPOTPaMMBI Ha MUKpodoToMeTpe.

B KauecTBe BHYTpEHHETO CTAHAAPTA UCTIONB3YIOT IoUepHeHUE (OoHA.

Hcnoms3yior cnenyiolyo [UTMHY BOMIH, HM, KOTOpas COOTBETCTBYET aHA-
MTHYECKUM JIMHUAM TIPUMECHBIX SJIEMEHTOR:

KpeMEHMH 251,61
Xese30 302,06
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XKeneso 248,32

HUKeIb 352,45
HHUKeITh 341,47
amomvEu# 396,15
Menb 324,75
MapraHenr 257,61 .
THTaH 337,28
THTAH 334,94

HouepHeHNa aHATTMTHYECKIX JIMHMIA OTIpeaeIsieMBbIX 3IeMeHTOB U oHa
IOJIXHbI HAXOAUTHCA B OOJIACTH TIPSIMOTMHEMHOM YaCTH XapaKTepUCTHIEC-
Ko KpUBOii POTOIIACTHHKH.

B xaxnoii cnekTporpaMMme M3MepsIOT IToYepHEHHe .S aHATUTUIECKUX
JIMHHUA H BEIYUCISAIOT PA3HOCTh MOYCpHEHUH AS aHATHTHYeCKOH JIMHUH
omnpenensieMoi ipuMecH U doHa.

Io momy4eHHBIM U151 KaXKA0T0 CTAHZAPTHOTO 06pa3Lia BeTUIHHAM AS
IJIST AHUTUTHISCKUX JIHHHI ¥ GOHA BRIMUCIIIOT CPCAHIOK PA3HOCTD IO~
yepHermit AS. I'panynupoBodrbie rpad MKy CTPOST B KOOPAUHATAX

A—S—lg C
WIH

(lg 1@&)—_@;) -1gC,
rae G — MaccoBasi oIl KpeMHUsI, Xeje3a, HHKeNsl, alIOMMHUI,
MEIH, MapTaHlia, THTaHa, YKa3aHHasi B CBUACTE/LCTBE HA
____ CTaHAApTHHIH oOpa3sel;
AS — cpefHee 3HAYCHME Pa3HOCTY MOYEPHEHUI aHATTUTHYECKUX
nuHUui 1 doHa,
11+ ®, 1 — MHTCHCHMBHOCTD CIIEKTPaNbHBIX TUHUIT ¥ GoHa A CTaH-
IapTHoro obpasua.
To ocu abeumce OTKIANBIBAIOT BEe/TUMHY 1gC, a mo ocu opguHaT —

COOTBETCTBYIOLIYIO BEIHIMHY AS wv

(lg 1n+1(1)¢’—1(1> )
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To mocTpoeHBBIM TPanypoBOYHBIM I'padhuKaM HAXOOAT MacCOBYIO AOMIO
npuMecei.

5.2. MaccoBsie 1o nipuMeceii npu padore Ha $oToaNeKTpIdecKoi yc-
TAHOBKE OTIPEJIeJIIOT, CTPOsI TPAIyHpOBOYHBIE rpadMKy B KOOpAWHATAX
n—lg Cumi n — C, the n — MOKA3aHWs BHIXOOHOTO U3MEPHTEITHLHOTO
Tipudopa.

Hcnomaylor crieayionnyio [yIMHY BOJTH, HM, KOTOpasi COOTBETCTBYET aHa-
AUTHYSCKVM JIMHMSM OIPEAENIeMBIX 3IEMEHTOB:

KpeMHMI 251,61

XeJle30 358,12
HUKEIb 341,47
amomuauM# 396,15
Meab 324,75
MapraHel 403,08
TUTAH 334,94
TUTaH 388,51

B xadecTBe «BHYTpEHHEIO CTaHAAPTa» UCTIONB3YIOT JIMHUIO CPABHEHHUS
Mardus 382,99 am.

5.3. JomyckaeTcsi HCIIONB30OBAHUE IPYTUX AHATUTHYCCKUX JTUHHII IIpH
YCIIOBHY TIOTy4eHUSI METPOJIOTHYECKUX XapaKTEPHCTHK, OTBEYAIOUINX Tpe-
60BaHMSIM HACTOSAUIETO CTAHAAPTA.

5.4. HopMBI TOYHOCTH pe3yNbTaTOB aHAIH3a

PacxoXneHus MeXay pe3ynbTaTaMy Napa/Ule/IbHBIX ONpeeenuii (d,) u
Ppe3yJIbTaTaMH JBYX AHAIM30B, BLITTOJTHEHHBIX B PasTUIHbIX YCIOBHSX (D),
He NOJDKHEI TpeBHIaTh (IPpH AOBEpHUTENbHON BeposgTHocTH 0,95) 3Haye-
HHH, TpHBENeHHLIX B Tabuue 1. [Ipy 3TOM NOIpelIHOCTb pe3yiIbTa-
TOB aHanu3a (IIpU IOBEPUTENbHON BeposTHOCTH 0,95) He TIpeBBILIAET
npeneina A, IpUBeeHHOTO B Tabmuue 1.

Tabnuma 1

HomnyckaeMre pPacXOXIeHUA, %
DeMeHT Maccosas nons, % 2, %
d, D
Kpemunit Ot 0,002 mo 0,005 sxmoy. 0,001 0,0015 0,0012
Cs. 0,005 » 0,010 » 0,002 90,0030 0,0020
» 0,010 » 0,020 » 0,005 0,0070 0,0060
» 0,020 » 0,050 » 0,008 0,0100 0,0080
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Ipodonncerue mabauys 1

Ilonyckaemble pacXoXIeHus, %
DiieMeHT Maccopad nons, % A, %
d, D
Keneso Or 0,002 mo 0,005 BKIIOY. 0,001 0,0015 0,0012
Cs. 0,005 » 0,010 » 0,002 0,0030 0,0020
» 0,010 » 0,020 » 0,005 0,0070 0,0060
» 0,020 » 0,050 » 0,008 0,0100 0,0080
Huxkens Or 0,0005 mo 0,001 BxIIOU. 0,0004 0,0005 0,0004
' Cs. 0,0010 » 0,003 » 0,0006 0,0008 0,0006
AmomuEM#E | Or 0,002 o 0,005 BKmIOY. 0,001 0,0015 0,0012
Cs. 0,005 » 0,010 » 0,002 0,0030 0,0020
» 0,010 » 0,020 » 0,005 0,0070 0,0060
» 0,020 » 0,050 » 0,008 0,0100 0,0080
Mens Ot 0,0003 mo 0,001 Bxymoy. 0,0003 0,0003 0,0002 J
Cs. 0,0010 » 0,002 » 0,0005 0,0007 0,0006 !
» 0,0020 » 0,005 » 0,0010 0,0015 0,0012 ‘
» 0,0050 » 0,010 -» 0,0030 0,0050 0,0040
» 0,0100 » 0,020 » 0,0060 0,0080 0,0060
Maprauen Or 0,001 mo 0,002 sxiioy. 0,0005 0,0007 0,0006
Cp. 0,002 > 0,005 » 0,0010 0,0015 0,0012 ‘
» 0,005» 0,010 » 0,0030 0,0040 0,0030
» 0,010» 0,020 » 0,0050 0,0070 0,0060
» 0,020 » 0,050 » 0,0080 0,0100 0,0080
Tutan Ot 0,002 no 0,005 BKTIOU. 0,001 0,0015 0,0012
Cs. 0,005 » 0,010 » 0,003 0,0050 0,0040
“» 0,010 » 0,020 > 0,005 0,0080 0,0060 |

5.5. KOHTpOIb TOYHOCTH pe3yIbTaTOB aHATN3A

5.5.1. KoHTpOJIb TOYHOCTH pe3yNBTATOB aHAJIU3A TIPOBOIAT MyTEM CO-
MOCTABJICHS C PE3YILTATAMH aHAJIN3A, BBITIOTHEHHBIMH XMMHUYECKUMHU ME-
Topgamu o 'OCT 851.1 — I'OCT 851.6; 'OCT 851.9.

PeaynbraThl aHaM3a CYWTAIOT TOYHBIMY, €CITH BBITIOIHSETCS YCIOBUE

JZ—Y: <0,71./D*+ D2,

rae X| — pe3ynabTaT aHAIM3a KOHTPOJLHOM Npo6LI, MOMYYeHHBIH No Ha-
CTOSILLIE METOIUKE;
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X, — pesynbTar aHaIM3a TOH Xe NpoObl, NMONYYeHHBI XMMMYCCKIM
METOJIOM;
D,, D, — pernaMeHTHpOBaHHEIE CTaHAAPTAMH 3HAaYeHHs1 AONTYCKAEMBIX pac-
XOXISHUH MeXOY pe3yabTaTaMy aHAJIM30B COOTBETCTBEHHO IUIA
CIEKTPAIILHOTO M XMMHIECKOTO METONOB.
5.5.2. KoHTpoIb TOYHOCTH TIPOBOAAT TIepe/i HAYAIOM CMEHBI WIH Ofi-
HOBPEMEHHO ¢ aHATTM30M KAKOM-J00 IapTHH IIPOU3BOACTBEHHLIX TIPO0, HO
He pexe OHHOTO pa3a B MECSIII,
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