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TOCYJAAPCTBEHHB A CTAHJAPT POCCHUHUCKOMN ®PEJEPAIIUN

CBIPBE U MPOJAYKTHI ITUIIIEBBIE

ATOMHO-20COPONMOHHABIA METO], ONpeNeeHHs MbIIIbIKA

Raw material and food-stuffs.
Atomic absorption method for determination of arsenic

Jlata BBenenusa 2002—07—01

1 Ob6aactp mpumMeHeHUs

Hacrogmuit craHmapT pacripocTpaHsIeTcs Ha CHIPhe M MUIIEeBbIe IPOAYKTHI M YCTaHABIMBAET aTOM-
HO-a0COPOIIMOHHBIN METOJ OIIPENEIEHNS MBIIIbIKA.

MeTton ocHOBaH HA MUHEPATM3AIIMU IIPOAYKTA CMECHIO KMCIOT M PEareHTOB — OKUCIUTEICH OMHIM
M3 TPEX CII0cO00B (CyX0e 030JIeHIE, aBTOKIABHAS MUHEPATU3AITUS YIN KUCIOTHAS 9KCTPAKIIHS ), IIPOBEIE -
HUM peakIuy THAPHUPOBAHMS MBIIISIKA B IIOJIYICHHOM PacTBOPE — MUHEPAIM3aTe ¢ IIOMOIIBI0 60pTUapH-
lla HaTpus, OTTOHKU JIETYYErO TUOPHUIA MBIIIbSKA ITIOTOKOM aproHa B Pa3orpeTyio KBapleBYIO KIOBe-
Ty — aTOMHM3aTOp M WM3MEPEHUM MOJIM MEIIIbIKA aTOMHO-a0COPOIIMOHHBIM METOMOM II0 BEIMYMHE
aTOMHOTO ITOTJIOIIEHUS HA PE30HAHCHON [UTMHE BOMHBI 193,7 HM.

2 HopmaTupHBIE CCBUIKH

B HacrosieM craHmapTe MCIIONB30BAHBI CCHIIKU HA CIIEAYIONIE CTAHTAPTHI:

T'OCT 1770—74 Ilocyma mepHas nabopaTopHas cTeKITHHAA. ImInHApE, MEH3YPKU, KOJIOKI, IIPO-
O6upku. OO6IIMe TEXHUYECKUE YCIOBUSI

TOCT 3652—69 Kucnora 1MMOHHAsE MOHOTHAPAT 1 Ge3BomHast. TexHUUecKe YCI0BUs

T'OCT 4328—77 Harpust ruapookucs. TeXHUUeCKUe YCIOBUS

TOCT 5457—75 AuerwieH pacTBOPEHHBIN U ra3000pa3Hblil TexHUYecKuit. TeXHuueckue yCaoBUs

TOCT 6691—77 Kapbamua. TexHMduecKue YCIOBUS

T'OCT 6709—72 Boma muctwiiupoBaHHast. TexHUUYecKue YCIOBHS

T'OCT 10157—79 Apron ra3000pa3Hbli U XUIKUi. TeXHUUeCKUe YCIOBUS

TOCT 11125—84 Kucnora azoTHast 0co60i YMCTOTH. TeXHUYEeCKHNe YCIOBUS

TOCT 14919—83 DneKTpOILIMTEI, SJIEKTPOILINTKHI 1 XKapOIHBIE 3IeKTpoIrKacbl 661ToBEIe. OO
TEXHUIECKHE YCIOBUA

T'OCT 20448—90 T'a3bl yriaeBOHOPOAHBIE CXKVKEHHBIE TOIUIMBHBIE UISI KOMMYHAJIBHO-OBITOBOTO
notpebneHust. TexHnyeckre yCclIoBUS

TOCT 24104—88* Becsl 1aboparopHbie 00IIero Ha3HaAYeHUS 1 00pasopbie. OOIIME TEXHUUSCKIE
VCIIOBHS

TOCT 25336—82 TIlocyma u obopymoBaHue 1abOpaTOpHBIE CTEKISHHBIE. TUIILI, OCHOBHBIE TIapa-
MEeTPBI X pa3Mephl

TOCT 26929—94 Ceripbe U IIPOAYKTHI ITUIeBbIe. [loaroroBka mpo6d. MuHepanmu3aus s oIpee-
JIEHUS COmEPKaHMA TOKCUIHBIX 5JIEMEHTOB

TOCT 29169—91 (MCO 648—77) Ilocyma naboparopHast CTeK/IsTHHAsL. [TUIIETKY ¢ OMHON OTMETKOM

* C 1 mons 2002 r. sBeeH B aeiictee TOCT 24104—2001. Ha teppuropuu Poccuiickoit @enepanym aeiicTBy-
er T'OCT P 53228—2008.

HUsznanue oduopmanibHoe
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3 AnmapaTtypa, MATEPHAJILI M PEAKTHBBI

ATtoMHO-abcopbumoHHEI criekTpoMeTp Thra «KBAHT» [1] ¢ paboyeit o6macTbio crieKTpa, BKIII0Ya-
ouel IIHy BOMHEL 193.7 HM, YKOMIUIEKTOBAHHBIN aTOMU3aTOPOM, COCTOSIIIMM M3 KBapILIEBOM KIOBETHI U
YCTPOMCTBA €€ pa3orpeBa, UCTOYHUKOM PE30HAHCHOTO M3JIYYEHUS] MBIIIBIKA, KOPPEKTOPOM HECEIEKTHUB-
HOTO (POHOBOTO TIOTIOIIEHMS.

TunpuoHBIY reHepaTop, COBMECTUMBINA cO criekTpoMeTpoM Tha I'PT (reHeparop pryrHO-THIPUI-
HBIH) [1] WM aHATOTUYHEIN, OCHOBAHHBIN HA ITPOBENEHNN PEAKIIMK THAPUPOBAHUS U ATOMU3ALIMHA THAPH-
OB B Pa3OrpeTON KBapLIEBOI KIOBETE.

Becrr nabopaTopHbIe 061Iero Ha3HAYeHUA He HIDKe 2-To Kitacca TouHocTd o TOCT 24104 ¢ Hau-
GonpmM ITpenenoM Bi3BemnBaHusg 200 1.

TocymapcTBeHHBIN cTaHIAPTHBINA 06pa3el] COCTaBA PACTBOPA MOHOB MBIIIBIKA MAaCCOBOM KOHIIEHTPA-
mun 0,1 wmr/em® (TCO  3397) wmr 1,0 mr/em® (TCO  7237) [2] ¢ OTHOCHUTEIBHOM IIOIPEITHOCTRIO aTTeC-
TOBAHHOTO 3HAYECHMS MacCOBOM KOHIIEHTpallMK He Gomee 2 %.

Kommpeccop BO3OyIIHBINA, COOTBETCTBYIOUIMI TPeOOBAHMSAM PYKOBOACTBA 110 SKCIUIYATALIMM IS
CIIEKTPOMETpPA, WIM CXKAaThbIil BO3AYyX B OaJUIOHAX.

DIeKTPOILTATKA OBITOBA ¢ 3aKphIToi crmmpainsio o TOCT 14919.

Kon6er mepunie 2-50-2, 2-100-2, 2-500-2, 2-1000-2 o I'OCT 1770.

TMumerxku 1(2)-1-2-1, 1(2)-1-2-2, 1-2-2-5, 1-2-2-10 mo TOCT 29169.

Crakan H-1-25, H-1-50, H-1-100 o TOCT 25336.

Mwmuampsr mepabie 1-20, 1-25, 1-100 o TOCT 1770.

J103aTophl MUITETOYHBIE OMHOKAHATBHEIE [3] 06beMoM mosupoBanust 5,0 cm3 u 10,0 cM3 u morpem-
HOCTBIO HO3MpOBaHUA He bomee 2 %.

AproH razoo6pasusiii mo F'OCT 10157.

AlleTWIIEH PacTBOPEHHBIN M ra3000pa3HbIit TexHnueckuil B 6ayuionax mo [OCT 5457,

Boma mucrwuinposannasg 1o TOCT 6709.

Kucnora azotHas oc.u., konueHtpuposanHas 1o TOCT 11125, pacTBop B DUCTIWUIMPOBAHHOI BOIE
(1:1) o 06BEMy 1 pacTBOP B IMCTIUIMPOBAHHOM Boze MOJIApHO# KoHueHTpauuy ¢(HNO,) =2 momns/am3.

Kucnora mumonnas monoruapar u 6e3Boguas mo I'OCT 3652, x.4., pacTBOp MaccoBoii goneit 2 %
B IUCTWUINPOBAHHOM! BOZE.

Kap6amug mo TOCT 6691, pacrBop MaccoBoii goneit 20 % B JUCTIWUIMPOBAHHOM BOJE.

Harpus 6opruopun x.u. [4].

Harpusa rumpooxkucs mo TOCT 4328, x.u.

IIponan-6yTtan, cmech B 6amtonax mo TOCT 20448.

@wibTp 00€330IeHHBIN (CUHAA JieHTa) [5].

JomyckaeTcs IpUMeHeHNE IPYTUX CPEACTB U3MEPEHMS, OOOPYIOBAHUS M PEAKTHBOB 110 METPOJIOTH-
YECKUM, TEXHUUECKUM XapaKTePUCTUKAM M KadyeCTBY HE HIDKE YKa3aHHBIX B HACTOSIIEM CTaHOapTe.

4 IloaroToBKa K MPOBEACHHIO H3MEPEHHS

4.1 Or6op npod

O160p ¥ TOATOTOBKY 1a60PaTOPHOI ITPOOHI K MCITBITAHUIO TIPOBOIAT B COOTBETCTBUHU C TpeGOBaHMA-
MM HOPMAaTHBHOTO MOKYMEHTA HA KOHKPETHBINA BU IIPOMYKTA.

4.2 Tloaroroska naGopaTopHOil MOCYABI

4.2.1 JlabopaTopHYIO IIOCYY IIOCIIE MOMKM B PACTBOPE JII0OOT0 MOIOIIETO CPENCTBA MIPOMBIBAIOT BO-
JIOTIPOBOMHOM M OITOJIACKUBAIOT NTUCTWUIMPOBAHHOM Bomoi. HerocpencTBeHHO Iepea MCIONb30BaHUEM
TIOCYyay 00pabaThIBAIOT BOJHBIM PACTBOPOM ropsadeil a30THOM KUCIOTH (1:1) Mo o6beMy, OMOIACKUBAIOT
OUCTWUIMPOBAHHOM BOMOM M CyIlaT.

4.2.2 Tlocyny, UCIIONB3YEMYIO JUTI XpPAaHEHUS PACTBOPOB MBIIIBSIKA ¢ 3aTaHHOI KOHLEHTPAIIME,
HEOOXOMMMO IIepell MCIIONb30BAaHMEM 3aIlOJTHUTh PACTBOPOM, IOMJIEXKAIIUM XPAaHEHUIO, BHIAEPXATDH
2—3 CyT, CIIMTH PACTBOP U OIOJIOCHYTH TUCTHJUIMPOBAHHOM BOIOM.

4.3 Munepain3anus npoos

MuHepamu3aIio IMAINEBBIX ITPOAYKTOB M IIPOJOBOILCTBEHHOTO CHIPHS (33 UCKITIOUEHUEM IIPOAYKTOB
¢ comiepxaHueM Xupos 6oaee 60 %) mpoBogar mo TOCT 26929 crioco60M CyxXoil MUHEPAIM3ALWHY YIIHA B
aBTOKJIaBaX a30THOM KUCIIOTOM 0€3 100aBIIeHMS IIEPEKKCH BOopoa. MeToarka aBTOKJIaBHOM IIpOOOIION-
TOTOBKHM M3JIOXeHa B [5].

MuHepanu3alnio XUPOBHIX IIPOAYKTOB U CHIPOB IIPOBOIAT CIIOCOOOM KHCIIOTHON SKCTPAKIIUKM BOJI-
HBIM PacTBOPOM a30THOM kuciorsl o FTOCT 26929.
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7151 mpoBeeHUA MITHE pAJTH3aliK U3 OO0 BeMMHEHHOM JIa00paTOPHOI ITPOOHI IJIA UCITBITAHII OT6Hpa-
10T IB€ IapajUTeIbHbIe HABECKM HCIIBITYEMOTO IIPOAYKTA B KOJIMYECTBE, YKA3aHHOM B Ta0mmie 1.

Ta6nauma 1
Macca HaBecku 1 MUHCpaJIu3alluu, T
HauMmeHoOBaHMe mpoayKTa
nyaﬂ MHUHCpaNIHU3alHus UIH M
HHEpalHu3alusa B aBTOK/IaBax
KHMCIIOTHasA 3KCTpaKIHUsA
®pykTHI, OBOIIK, KapTodeb 5 2
IMponykTel mepepaboTku GpyKTOB, OBOIIIEI, Kap-

Todhenst 2 2
Msco 1 MSICO MITULIBE 5 2
IleyeHs, MOYKKU U Ap. CYOIPONYKTHI 2 2
KoHcepBBl MSICHBIE U MSICOPACTUTE/IBHBIC 2 2
Kenmatun 1 0,5
Aittio, Menamx 5 2
SAV4YHBIIT TOPOIIIOK 1 0,5
PacTurenpbHBIe Macjia ¥ IMPOIYKTHL UX MepepadoT-

KU, KMBOTHBIE XXUPBI 5 —
Priba, MOpcKHe MJIEKOITUTAIOIINE, MOPCKUE Oec-

TIO3BOHOYHBIE, BOAOPOCIN U IPOAYKTH MX Iepepa-

60TKI 2 1
3epHO U IIPOIYKTHI €r0 IIepepaboTKU 2 1
Xne6 u x1e600yIOUHBIE M3ICIIS 2 2
Kounurepckue nsnenms 2 1
MoOIOKO 1 MOJIOUHBIC TIPOAYKTHIL:

SKUJIKUIE 10 3
cyxue 1 0,5
TBOPOT, CBIPBL 2 2
MOJIOYHBIE KOHCEPBEI 3 2
CIIMBOYHOE MAcClIO 5 —
Buno u BuHOMaTepuambl 3 3
KoHBSIK 1 KOHBSIUHBIA CIIUPT 3 3
TTuro 3 3
MuHepanasHast Boja 5 5
bezankoronpHbIe HAITMTKI 5 5

OOHOBPEMEHHO TOTOBST OBAa KOHTPOJBHBIX pacTBOpa — MUHeEpaiu3ata 0€3 HAaBeCOK IIPOAYKTOB,
IIPOBOMS OTHM U T€ Xe CTamauy 00paboTKM ¢ HoDaBIeHNEM TeX Xe KOIMIeCTB PeakKTUBOB U ¢ MCITOIbE30Ba-
HUEM OJWHAKOBOU ITOCYIEL

4.4 TlpuroTroBieHHe HCOBITYEMOTO PacTBOPA

4.4.1 3omy, MONTYYEHHYIO IIO CIIOCOGY CYXOTO 030JIEHIS, PACTBOPSIOT IIPY HATPEBAHMUM B 15 cM3 a3or-
HOM KMCITOTBI MOJIIPHOM KOHIIEHTpanny 2 MOJb/mM3. Topsuauit pacTBop (PWIBTPYIOT B MEPHYIO KOJIOY
BMecTUMOCTEI0 100 ¢M3, cMBIBast OCTaTK MUHepanusara Ha ¢uibTp 20 ¢M3 TOpsYero BOAHOIO pacTBoOpa
A30THOM KUCJIOTHI MOJISIPHOM KOHIIEHTPAIIMU 2 MOJIb/IM?, OXJIAXIAKOT 10 KOMHATHON TeMIIEpaTyphl, H0-
GaBistioT 5 ¢M3 pacTBOpa Kapbamuma MaccoBoit moiei 20 %, 1 cM3 pacTBopa TMMOHHOM KUCIOTH MACCOBOIA
moiteit 2 %, moBOIAT 00BEM PACTBOPA B KOJIOE IO METKH PACTBOPOM A30THOMN KUCIOTHL MOJIIPHON KOHIIEH -
TPAIMK 2 MOJIb/IM3 U IIePEMEIINBAIOT.

4.4.2 PacTtBOp, IIOIYYEHHBIH 110 CII0CODY KMCIIOTHOM 3KCTPaKIIUK, KOJIMIECTBEHHO IIEPeHOCAT B Mep-
HYI0 K016y BMecTUMOCTBIO 100 ¢M3, CMBIBAIOT OCTATKY PACTBOPA IIOPLIVSMY AUCTIWUIMPOBAHHON BOMBI, IO-
OaBystIoT 5 cM3 pacTBopa Kapbamuma MaccoBoit moseit 20 %, 1 cM? pacTBOpa IMMOHHOM KMCIOTBI MAaCCOBOA
moneit 2 %, moBoasaT 06BEM PAacTBOPA B KOJIOE IO METKU TUCTIUIMPOBAHHON BOLOM U IIEPEMENINBAIOT.
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4.4.3 MuHepanu3ar, IIOJIyICHHBI B aBTOKIIABe, KOJIMIESCTBEHHO IIEPEHOCAT B TEPMOCTOMKUIT XMMM-
YeCKMI CTaKaH BMECTUMOCTEIO 50 cM>, OIIOIACKMBAIOT aBTOKIIAB 2 CM? NMCTWUIMPOBAHHOIN BOMBI, OCTO-
POXHO, HE HOMYCKas 6YPHOTO KUIIEHUS, YIIAPUBAIOT C OTKPBITOM KPHITIIKOM Ha 3JIEKTPOILIUTKE M0 06heMa
1—2 M3, TTony4eHHEII PACTBOP JOJIKEH ObITH OECIIBETHBLIM MIIM CIIETKA XEJITOBAaTeIM. B cTakaH mo6aBis-
1017 10 ¢M? IUCTWUIMPOBAHHOI BOBL, JOBOJAT PACTBOP A0 KUIeHUS 1 Kumatar 10 muH. Ilocie oxmaxme-
HHUS PacTBOP KOJIMYECTBEHHO IEPEHOCAT B MEPHYIO KOJIOY BMECTUMOCTEHIO 50 cM3, OIOIACKMBAIOT CTEHKH
CTaKaHa TOPLUMSAMH DPAcTBOPA A30THOM KHMCIOTHI MOJISIPHOM KOHIEHTPALMM 2 MOJIb/IM?, HOOABIIAIOT
2,5 cM? pacTBOpa Kapbammua MaccoBoii moneit 20 %, 0,5 ¢cM3 pacTBopa TMMOHHOM KUCIIOTBL MaCCOBOM JHO-
neit 2 %, BoBOIAT 06BEM PAacTBOPA B KOJIOE IO METKM PACTBOPOM a30THOM KUCIIOTHI MOJIIPHOM KOHIIEHTpa-
LUK 2 MOJIb/IM> U [IEPEMELIUBAIOT.

4.4.4 OgHOBPEMEHHO C MCITHITYEMBIMM PACTBOPaMM IIPOBOMAT MOATOTOBKY KOHTPOJIBHBIX PacTBO-
POB, BBHITIOJNIHAI BCE CTAAUU IIOATOTOBKU B TOM X€ ITOCIIEAOBATEIEHOCTH.

4.5 TIlpuroropienne pacTsopa GOPruapuaa HATPUS

PactBop Goprumpuna HaTpus, MIPUMEHSEMBII [UISI TIPOBEACHUS PeaKLUUK TMIPHPOBAHMS MBIIUBIKA,
TOTOBSIT COTJIACHO AKCIUTyaTallHOHHO-TEXHWIECKON MOKYMEHTALMM Ha MCIIOJB3YeMBIHl THII TeHepaTopa
TUOPUIOOB. PacTBop CTaOMIM3HPYIOT THAPOOKUCHIO HATPUS, MacCOBasi JOJISI KOTOPOTO B PACTBOPE COCTAaB-
nseT 1 %. Tlociie IPUTOTOBIEHUS PACTBOP OOPIUIPHIA HATPUSA Cpasy IePeIUBalOT B MTOIUATIIEHOBYIO WIH
¢roporiacToBylo mocymy, BBIIEPXKUBAIOT 1 9 IOA YacOBBIM CTEKJIOM, IIPU HAJIMYMM OcCagKa WIM
B3BEIICHHBIX YacTULl — (IIBTPYIOT. PacTBOp TOTOBAT B IeHb MCIIOJIb30BAaHMUS.

4.6 TIlpuroroBieHue CTAHIAPTHLIX PACTBOPOB

4.6.1 IIpuroroBieHue GOHOBOTrO pacTBopa

B mepHy0 x0516y BMecTMocThio 1000 ¢m? BHOCAT 400 cM3 IMCTWUIMPOBAHHON BOIBI, JOOABIIAIOT
10 cM? pacTBOpaA TMMOHHOM KMCIOTH MACCOBOM moiteit 2 % u 128 cM3? a30THOI KMCIOTH OC.4. KOHIIEH-
TPUPOBAHHOM, TOBOIAT 00BEM PACTBOPA B KOJIOE O METKU TUCTIILINPOBAHHOI BOTO U IIEPEMEILINBAIOT.

®OHOBHII PACTBOP UCIIONB3YIOT /IS Pa30aBIIEHUS CTAHAAPTHBIX U MCIIBITYEMBIX PACTBOPOB, a TaKKe
B KayecTBe HYJIEBOTO CTaHIapTa.

4.6.2 TlpuroropjeHNe OCHOBHOIO CTAHHAPTHOIO PAacTBOPA MBIIIbIKA MACCOBOM KOHLIEHTPALlUU
5 MKr/cM3

BcexphiBaror amMITy/ly CTaHIapTHOIO 00pa3lia CoCTaBa PacTBOpPa MOHOB MbIbika (0,1 Mr/cm3), BEUIMBAIOT
B CYXOM CTaKaH, MEPHOM IIUIIETKOM OTOMPAIOT 5 ¢M3, IIOMELIAIOT B MEPHYIO KOOy BMecTUMOCTLIo 100 M3, fo-
BOIAT 0OBEM PACTBOpA B KOJIOE 10 METKU (HOHOBBIM PACTBOPOM M IIEPEMENIUBAIOT. BRIIEpXUBAIOT 6 1.

PacrBop xpausT He Goiee 3 Mec.

4.6.3 ITIpuroroBjieHNE CTAHTAPTHBIX PAOOYMX PACTBOPOB MBIIIBSIKA

CraHgapTHBI pabounii pactBop I (MaccoBast KOHIEHTPALMS MBIIIbIKa 0,5 MKT/cM3) TOTOBST IIyTEM
pa30aBIeHNsT OCHOBHOTO CTAaHAAPTHOTO pacTBopa MbImbiaka B 10 pa3 ¢hoHOBEIM pacTBOPOM.

CraumapTHeiil pabounit pactsop 11 (MaccoBast koHEeHTpaus Memmbsaka 0,1 Mrk/cm?) rorossr 1y-
TeM pa30aBIeHNs OCHOBHOIO CTaHIAPTHOTO pacTBOpa MBHIILIKA B 50 pa3 (DOHOBBIM PacTBOPOM.

PacTBopsl xpanar He Gonee 10 gHeii.

4.6.4 IlpuroropiaeHue IPagyHPOBOYHBIX PACTBOPOB

KoH1eHTpaisa MBIIIbsIKa B IpayrPOBOUYHBIX PACTBOPAX JO/DKHA HAXOMUTHCS B IIpeeiax quara3oHa
pabounx xonueHTpanumit: ot 0,001 mo 0,020 mxr/cm3.

T'oToBAT IISITH TPaXyPOBOYHBIX PACTBOPOB MacCOBOI KOHLIEHTpauuy Mblnbska: 0,001, 0,002, 0,005,
0,010 u 0,020 MKr/cM3.

I'pamyupoBOYHEIE PACTBOPHI ¢ PA3HON KOHIICHTPAIIMEN MBIIILIKA TOTOBAT IIyTEM pa30aBIeHUs CTaH-
IapTHEIX paboyux pacTBopoB I u II poHOBEIM pacTBOpOM.

PacTBOpEI TOTOBAT B I€HD UCIIOTB30BAHMS.

5 IlpoBeaeHune m3MepeHHi

5.1 IloaroToBka mpufopa W BLIOOP YCIOBHIl W3IMEPEHAS

TlopxmoueHne reHepaTopa, BKIIOUEHNE, HACTPOMKY M BBIBOI HA pPabOYMe PEXKUMBI TeHepaTopa u
CIIEKTPOMETPA IIPOBOAAT II0 IIPMIATAEMBIM K IIPUOOPAM TEXHUYECKUM MHCTPYKITUSIM.

VciaoBusa usMepeHus.

Pexum paboThl criekTpoMeTpa — aTOMHO-a0COPOLIMOHHBIN ¢ KOPPEKTOPOM HECENEKTUBHBIX IIOMEX U
M3MEPEHNEM MHTETPAIbHBIX 3HAUYCHUI abcopOInm.

JmHa BorHBl — 193,7 HM.
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Croco6 pa3orpeBa KBaplieBOI KIOBETHI — 3JIEKTPOTEPMIUECKIH MIIU ¢ TIOMOIIBIO THTaMeHU (OKUCITH-
TEJIBHOE IUTaMA alleTWIeH / BO3IYX WIM CTEXMOMETPUIECKOE — IIPOIAaH / BO3LYX).

PazorpeB KIOBeTHI BBIIIOTHAIOT B BE CTAIMM — B TEUCHUE 5 MUH Pa30TPEBAIOT KIOBETY IIPU OXHO-
BPEMEHHOM €€ IIPOAYyBe BO3MYXOM, 3aTeM BKIIIOUAIOT IIPOMYB apTOHOBO-BO3MYIIHON CMEChI0 ¢ OOBEMHOM
jJoieit Bosmyxa 5—10 % u IIpOmOJIKAOT PA3orpeB erue 5—7 MUH.

Pacxom MCIIBITYeMOTO M TPaayPOBOYHEIX PACTBOPOB HAa OMHO OIIpeAesIeHIe PerIaMeHTUPYETCS TeX~
HUYECKOM TOKYMEHTAllMeN Ha MCIIONb3YeMbIM THII TeHepaTopa TUIPUIOB U IS BCEX TUIIOB TE€HEPATOPOB
He JOJDKeH IIpeBhmuaTh 10 cM3.

5.2 Tloctpoenue rpagyuposodHoro rpaduka

5.2.1 TIpoBomar u3MepeHNe aHATUTUIECKOTO CUTHAIA (OIITHYECKOM ITIOTHOCTH) IUTS TPaTyUPOBOY-
HOTO PacTBOPAa MBILIBAKA MaccoBoil KoHuenTpauun 0,020 Mxr/cM3 He MeHee deThIpeX pas. Ilepsoie 2—4
M3MePeHMS CIIyKaT OIS CTabIn3aliy paboThl TeHepaTopa I’UAPUIOB. PacXxoxXmeHre MeXIy pe3yIbTaTaMu
IBYX TOCIETHNX N3MEPEHMI He TO/DKHO IPEeBBIIAaTh 14 % oT ux cpemHeaprMeTHIECKOrO 3HAYCHMS, A,
OIIpefesIeHHOTO 110 hopMyite

Yy A A
2

, (1
rme A’ m A" — pe3ynsTaThl ITOCIeIHUX U3MEPEHUIA.

Wi3mepenue rpamyrpOBOYHBIX PACTBOPOB MBINbIKa MaccoBoit KoHueHTparuu 0,010; 0,005; 0,002;
0,001 MKT/cM3 IIPOBOMAT 110 ABA Pa3a B IIOPSAIKE IOHKEHUS KOHLIEHTPALIMY, U3MEPEHIE HYJIEBOTO Ipa-
JIYUPOBOYHOTO PACTBOPA IIPOBOASIT YeThIpe pa3a. Haxomsar cpenHeapudMeTUUECKUe 3HAYEHUS ITONYyIEH-
HBIX PE3Y/IbTATOB.

5.2.2 TIpoBOmIT KOHTPOJIb HA YUCTOTY PEAKTHMBOB, UCIIOIB3YEMBIX JISI IIPUTOTOBJIEHUSI TPAgyUpO-
BOYHEIX PACTBOPOB. Pe3ymbTaThl KOHTPOIS CUUTAIOT YAOBIETBOPUTEILHBIMI, €CITA CPEHEE 3HAYCHUE, T10-
JIy4eHHOe [ HyJIEBOI'O IPaflyUpPOBOYHOTIO PAacTBOpa Ay, He IIPEBLIIIAeT IIOJIOBUHBL OT CPEIHEr0 3HA4CHUs
A;, IOJy9€HHOTO I TPagynPOBOYHOIO PACTBOPA MBIIILAKA MaccoBOM KoHUeHTpanuu 0,001 MKT/CcM3,

Ay <0,54,. @)

5.2.3 IlocTpoeHVe TpagIyrpOBOYHOTO IpadrKa BHIIOJHAIOT IO METOXY HAMMEHBIINX KBaIpaTOB C
ITOMOIIIBIO TIPOTPAMMHOTO ODecIiedeHusT CIieKTpoMeTpa. I paduK CTpOST B KOOPAWHATAX «UHTErpalibHOE
3HaueHNe abcopOLUM» — «MaccOBast KOHIIEHTPALIMS MBIIIbBSIKa» C MCIIONIb30BAHUEM IS AllIIPOKCUMALIUK
JAHHBIX ITapabomndeckoil GyHKITIHN.

5.2.4 TlocTpoeHNe IrpaIyHpOBOYHOTrO rpadrKa BHIIOTHSIIOT He pexke OMHOTO pa3a B MECHIl, a TaKKe
I10CJIe 3aMEHBI MCIIOIb3YEeMBIX PEAKTHBOB, KBAPLIEBOM KIOBETHI WM CIIEKTPAJIEHOI JIAMITBI HA MBIIIBSIK.

5.3 Omnpenenenne mpeneia oOHAPYKeHHA

5.3.1 Tlocne mocTpoeHUs rpaZyHMpOBOYHOrO rpacdmka npoBomsaT 10—20-KpaTHoe U3MepeHUe Macco-
BOIl KOHIIEHTPALIMH MBIIIBIKA B HYJIEBOM IPaTypOBOYHOM pacTBope. Ha ocHOBE MoTy4eHHBIX JaHHBIX pac-
CUMTHIBAIOT CPEIHEKBANPATIYECKOE OTKIIOHEHHUE U eMHUYHOTO M3MepeHHs S, MKT/cM3, 1o dhopmyste

n
So=|> (¢; —0)*/(n-1), 3)
i=1
TIe ¢; — pe3ysbTaT i-ro U3MepEeHus;
¢ — CcpeflHee 3HaYeHHE U3 1 U3MEPEHUIT,
" — YHCJIO TIApaJUTeIbHBIX M3MEPEHHI.
5.3.2 3a npenen o6HapyXeHMA NPMHYMAETCA YTPOCHHOE CTaHIAPTHOE OTKIOHEHHE — 3.5, 3Haye-
HMe KOTOPOTrO He MOJDKHO IIPEBHILATh 3aJaHHOTO 3HauyeHus, paBHoro 0,0003 Mxr/cm3.
5.4 Konrtpoab cTa0HMJIbHOCTH IpagyHMpoBoUYHOro rpadyka M ero yrouHeHHe
5.4.1 TlepuogMYHOCTH KOHTPOJIA
KoHTposb rpamylpoBOYHOTO IpadiKa BHITOIHSIOT IIepel HaualoM M3MEPEHHUI UCITBITYEMbIX 1 KOH-
TPOJIbHBIX PACTBOPOB, a TAaKXe B IpoLecce paboThl yepe3 Kaxabie 20 uzmepeHuit. g mpoBegeHNS KOH-
TPOJIA UCIIONB3YIOT IPALyMPOBOYHEII PACTBOP MBIIIbIKA MAacCOBOi KoHLeHTpauuu 0,010 Mxr/cM? u do-
HOBLII pacTBOp.
5.4.2 KoHTpoJlb U YTOYHEHHE HAKIIOHA TPagyHpPOBOYHOTrO rpaduka
BrIOHpalOT B MEHIO ITPOrPAMMHOTO 00€CIIeYeHS IIPOLIEAYPY YTOUHEHHS IPagTypOBOYHOTO Tpaduka 1
MIPOBOMAT JBa M3MEPEHUS rPATyNPOBOYHOTO PACTBOPA MBIIIBIKA MacCOBOi KoHLeHTpaimu 0,010 Mxr/cm3.

5
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Ecim KoHTpOIIbHAS IIPOLIeypa BHIITOIHAECTCS B Hayajle paGoThI, TO IIPOBOIAT ellie 3—4 TOMOTHUTEIHBIX H3-
MEPEHUSI ¥ OCTABILSIIOT JIBA ITOCIIEHUX pe3yiibTara. 1o MmoydeHHBIM JaHHBIM BRIYUCIISAIOT IIOIPABOYHBII KO-
a¢duLmeHT k, paBHBI OTHOLIEHIIO MACCOBOM KOHLIEHTPALIMK MBILIBIKA B TPAAYHPOBOYHOM PacTBOpeE ¢, K
MAaccOBOW KOHLIEHTPAILK, PACCINTAHHOMN I10 IPaXyHPOBOYHOMY TpaduKy c,:

k=c/c, C))

3HaueHue k JOJDKHO HAXOMUThCS B Iipenenax 0,9—1,1.

5.4.3 KoOHTpOJb CMENIEHUSI IPAyUPOBOYHOro rpaduka

IIpoBomar 2—3 usmepenust GOHOBOIrO pacTBOPA VI OYMCTKY T€HEPATOPA 1 IBA KOHTPOJIBHBIX M3MeE-
peHust 3Toro Xe pacrsopa. Haxomar cpegHeapudMeTH4eCKoe 3HAYEHNE Pe3YJIbTATOB KOHTPOJIHHBIX U3Me-
peHMil. AGCOTIOTHAS BEIMYMHA PACXOXICHUSI MEXIY Pe3y/IbTaTaMU M3MEPEHUSI MaCCOBO KOHIIEHTPALIMH
MBIIIBSIKA B (PJOHOBOM PACTBOPE, IIOIYYEHHBIMY IIPY BBIIIOJHEHUH KOHTPOJIBHOM IIPOLEAYPHI M IIPU I10-
CTPOEHHH TPaIyHpOBOYHOTO rpaduka, He noikHa npesbimars 0,0003 Mxr/cm3.

5.4.4 Pe3ynbTaThl KOHTPOJISA

IIpu oTpULIATENBHBIX PE3Y/IbTaTaX KOHTPOJIS CTaGWIBHOCTH TPagyMpPOBOYHOIO IpadMKa IIPOBOIST
€ro ITOBTOPHOE IIOCTPOCHHE.

5.5 IIpoBeneHne U3MEpPEHHI HCIBITYEMbIX M KOHTPOJIbHBIX PACTBOPOB

5.5.1 H3MepeHMSI KaXIOro KOHTPOJIBLHOIO PacTBOpPA BBITOTHSAIOT ABAXIbI. Pe3ynbpTaThl U3MEpEHMI
MACCOBOI KOHLIEHTPALIMH MBIMIHSIKA B KOHTPOJIBHBIX PACTBOPAX HE MOJDKHHI MpeBbimarh 0,001 Mxr/cMm3, a
aGCOMIOTHAS BEJIMYMHA PACXOXIEHUS MEXIY ITapa/UIeIbHBIMKY 3HAYCHUSIMU KOHIIEHTPALIVH JODKHA OBITh
He 6onee 0,0003 MKr/cm3.

5.5.2 Tlocne Toro Kak moJydeHbI JJAHHBIE 110 KOHTPOJIBHBIM PAacTBOPaM IIPOBOIAT U3MEPEHUS UCITbI-
TyeMBbIX pacTBopoB. C KaXIbIM pacTBOPOM IIPOBOISAT ABa U3MEPEHUS, IO pe3y/IbTaTaM KOTOPHIX HAXOMIT
cpenHeaprudMeTHYeCKUe 3HAYCHHMSI MACCOBOIM KOHLIEHTPALIMK MBILIbSIKA.

Ecnu pesynbTarsl M3MEPEHUIT MACCOBOM KOHLIEHTPALIMH MBILIBSIKA B UCTIHITYEMOM PACTBOPE IIPEBBI-
mrator 0,020 MKr/cMm3, mpoBomAT ero pasbasienue HoHOBHIM pacTBopoM. Kosdduimenr pasbasnenus F
OIIPENETIAIOT KaK OTHOIIEHNE 00beMa pacTBopa 110cie pasbapieHud Vj, K 06beMy alMKBOTHL V), B3ATOR It
pazbaBiieHUs

F=Vy/V. &)

6 OOpaboTKa pe3yJbTATOB H3MEPEHHI

MaccoByIo HOII0 MBIIIBAKA B IIpo6e m, MIH—! (MI/KT), pACCUMTHIBAIOT 110 (POPMYIIE

molexF-eoV. ©
P
IIe ¢y — MAaccoBasi KOHLEHTPALMS MBIIIEIKA B UCIIBITYEMOM PAaCTBOPE, MKT/CM?;
Cgx — MAaccoBasi KOHIICHTPALMS MBIIIBAKA B KOHTPOJIBHOM PACTBOPE, MKT/cM3;
¥ — UCXOMHBIT 06BEM UCIIBITYEMOTO PACTBOPA, CMS;
P — Hagecka 11po0#I, T;
F — xoaddunmenT pa3bapieHUs UCIIHITYEMOTO pacTBOpA.
Ecnu pasHocts (cy —Cg) OKa3bIBAeTCSI MEHBIIE HIXKHEH IPaHULBI IPpaJyMpoBOYHOro rpaduxa, pas-
Hoit 0,001 MKr/cM?, TO HaeTcss OTHOCTOPOHHSIS OLIEHKA MAKCHMAILHO BO3MOXHOM MACCOBOM IO
MBIIIbSKA B TIPOIYKTE

Q0017 w1 (e /). )

max
3a OKOHYATEIBbHBI Pe3yJIbTaT U3MEPEHMS IIPUHUMAIOT CpelHeapu(pMeTIecKoe /1, Pe3yIbTaToB, 110-
JIydeHHBIX JJISI ABYX ITapajIeIbHBIX UCIIBITYEMBIX PACTBOPOB, My U ,, €CIIM PACXOXIECHUE MEXIY HUIMH He
[IPEBBIIIAET HOPMATHBA OIIEPATMBHOIO KOHTPOJISA CXOXUMOCTH d
m; -m
Lm =ma\ 100 <a. )
mx
3HaueHNe HOPMATHBA OIIEPATUBHOTO KOHTPOJIS CXOOUMOCTH d IIPUBEASHO B Tabmuie 2.
OKOHYATEeTLHEIN Pe3yIhbTaT U3MEPEHUS OKPYITISIOT IO BTOPOTO MECATUIHOTO 3HAKA.
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7 XapakTepuCTHKHM MOTPEelHOCTH METOAA

3HaYeHME XapaKTePUCTUK ITOTPEITHOCTY M HOPMATHBOB €€ KOHTPOJIA B AMalla30He MU3MEPEHUIT Mac-
coBO# momu Mbmmbsika ot 0,01 mo 20 muH—! (MI/KT) IpUBEAEHEl B TabmaLe 2.

Ta6numa 2

I'panunia orHocurenbHol nmorpemtHoctd | HopMaTHB onepaTMBHOTO KOHTPOJIS HopMaTuB omreparnBHOTO KOHTPOIS
Merona 3, % (P=0,95, N=2) cxomumoctd d, % (P = 0,95; n=2) | Bocmpoussogumoct D, % (P =0,95; N =2)
35 28 50

I'paHuLBI aGCOMIOTHOI MMOTPEIIHOCTH PE3YJIBTATOB M3MEPEHMS MAaCCOBOI JOJTH MBIIIBIKA A, MIH ]
(Mr/KT), TIpU TOBEPUTENIbHOI BeposATHOoCcTH P = 0,95 paccumTsIBaIOT 110 (hopMyie

A=0,0lm, -3 &)

rie m, — OKOHYATEeIIbHBII Pe3y/IbTaT U3MEPEHIS MAaCCOBOI HOJIM MBIIbAKA B Ipo0de, MIH ! (MI/KT);
8 — rpaHMIIa OTHOCUTENBHOI MorpemHocTy, %.

8 Odopmienne pe3yabTaTOB H3MEPEHHIA

PC3YJ'II:>T3,T HN3MEPCHMSI B IIPOTOKOJIC M MOKYMECHTAX, IIPEAYCMATPHUBAIOIINX €0 NCIT0JIb30BAaHNE, IIPECI-
CTaBJIAIOT B BUIE:

m, = Aupu P = 0,95, (10)

TIe M, — OKOHYATeLHBIH PEe3YJIbTAT M3MEPEHHsI MacCOBOI JOJM MBILIbAKA B MPoGe, MIH ! (MI/KT);
A — TpaHuLa abCOMOTHOM MOrpenHOcT!, MIH— ! (MI/KT), paccuuTaHHas mo gopmyie 9.

9 KOHTPO/b TOYHOCTH PE3YJIbTATOB H3MEPEHHI

9.1 OmnepaTuBHBIA KOHTPOJb CXOAUMOCTH

OnepaTVBHBI KOHTPOIb CXOAMMOCTH IIPOBOMAT JUISI KaXION aHAIM3UPYEMON IIPOOBI ITMIIEBOTO
IIPOAYKTA B COOTBETCTBUM C aITOPUTMOM, IIPUBEICHHBIM B pasneie 6.

9.2 OmnepaTHBHBI KOHTPO.JIb BOCHPOU3BOANMOCTH

OO6pasuaMy IJIST KOHTPOJISL SABJISTIOTCS IIPOOBI ITUIIEBBIX IIPOMXYKTOB. Macca 0ToOpaHHOM IS KOHTPO-
JISL IpOOBI JOJKHA COOTBETCTBOBATD YABOSHHOI Macce, HEOOXOMMMON T IIpoBeaeHIS aHam3a. OTobpaH-
HYIO Ipo0y OEJIAT Ha JIBe PaBHBIE YAaCTH M aHAIM3UPYIOT B TOYHOM COOTBETCTBMM C HACTOSIIUM CTaHIap-
TOM, IIOJNyJalOT OBa pe3yJbTaTa B Pa3HBIX J1abopaTopusax WIM B OMXHOW, IIpUYEeM B 3TOM CiIydae
MAaKCUMAaJILHO BapbUPYIOT YCIIOBUS IIPOBENCHUS aHAIN3a, T.€. UCIIOIb3YIOT pa3Hble HaOOPHI MEPHOM TIOCY-
ITBI, pa3HbIe ITAPTUM PEAKTUBOB, B paboTe yJaCTBYIOT pa3HbIe olepaTopbl. OTHOCUTEILHOE PACXOXIEHIE
MEXIIy IBYMS IIOJIyYEHHBIMU PE3YJIbTaTAMKM M3MEPEHUN (m,, U m,,) He JOJDKHO IIPEBBIINIaTh HOPMaTHBa
OIIEPATUBHOIO KOHTPOJISI BOCIIPOM3BOANMOCTH

[ma =m0 <D, (11)

m cp

e mey, — cpemHeaprMeTIYECKOe TIOIYYEHHBIX Pe3yIbTaTOB M3MepeHuit, MiTH— ! (Mr/KT);

D — 3HaueHUEe HOPMATUBA OIIEPATMBHOIO KOHTPOIS BOCIIPOM3BOIMMOCTH, IIPUBEAEHHOE B TaOmULe 2.

IIpu TipeBBIIIECHUN HOPMAaTHBa OIIEPATUBHOTO KOHTPOJIS BOCIIPOM3BOAUMOCTH SKCIIEPUMEHT IIOBTO-
psttoT. [Ipy TOBTOPHOM IIPEBHIIIEHNM HOPMATHBa D BHISICHSIOT IIPUYMHBI, IIPUBOJISIIINE K HEYIOBIETBOPH -
TEJIBHBIM PEe3yIbTaTaM KOHTPOJISA, ¥ YCTPAHSIOT WX.

9.3 OmnepaTuBHBbIA KOHTPOJIb MOTPEIIHOCTH

9.3.1 OmnepaTUBHBIM KOHTPOJIb IIOTPEIIHOCTH € UCIIOIB30BAHKEM METONA 106AaBOK

KoHTpois norpenrHocT MeTonoM 100aBOK IIPOBOISAT € UCIIONIb30BAHUEM I1POO ITUIIEBBIX IIPOIYKTOB.

O6BeM 0TOOPaHHON IJIST KOHTPOJISA IIPOOBI JOJDKEH COOTBETCTBOBATH YABOEHHOMY 00BbeMy, HEOOXO-
IUMOMY IS IIpOoBedeHUs aHain3a. OTOGPaHHBIN 00BEM [IENAT Ha [BE PABHBIE YaCTH, IIEPBYIO M3 KOTOPHIX
AHATM3HUPYIOT B TOYHOM COOTBETCTBUM ¢ HACTOSIIMM CTAHAAPTOM, M TIOYIal0T OKOHYATEJIBHBIN PEe3YIbTAT
H3MEPEHN MAacCOBOI JOIM MBIIIBAKA B IIPOOE — 7, ; BO BTOPYIO IIPoOYy BHOCSIT HOOABKY MBIIIbSIKA (C MC-

7
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TTOIB30BaHNEM CTAHAAPTHEIX PACTROPOB) M aHATU3UPYIOT B TOYHOM COOTBETCTBUM ¢ HACTOSILMM CTAHIAD-
TOM, TIOJy4ast OKOHYATEIbHBII PE3Y/IbTAaT M3MePEHNUsI MAaCCOBO OMIH MBILIbSKA B IPOGE ¢ 10GABKOH — .

| m,—m, —g[<K, (12)

rae K — HOPMATUB OIEPATUBHOTO KOHTPOIIS IMOTPEIIHOCTH, MIH ! (Mr/KT);
g — MaccoBas OIS MBIIIbSIKA, BHECEHHOTO B IIpo6y ¢ 100aBKoi, MiH—! (MI/KT).
3HaueHNEe HOPMATUBA OIEPATUBHOTO KOHTPOJISA IIOTpenrHocTH Ipu P = 0,95 paccuuThIBAIOT I10

dopmyiie
K=084,/a% + A2, (13)

rae Au A, — TPaHUIBL AGCOTIOTHOM IIOIPEITHOCTY U3MEPEHIS MacCOBO JOIV MBIIIbSIKA B IIpobe 1 1pobe
¢ mobaskoit, MiaH—! (Mr/Kr), paccuuTaHHbe Mo dopmyie 9.
9.3.2 OmepaTUBHBIN KOHTPOJIb IIOTPEITHOCTY C UCIIOIB30BAHIEM aTTECTOBAHHBIX CTAHIAPTHHIX 00-
Pas3loB cOCTaBa MUILEBBIX ITPOLYKTOB
BrITTIOITHAIOT M3MEePEeHUS MaCCOBOM JTOIM MBIIIBIKA B CTAHIAPTHOM 00pa3lle IPOAYKTa B TOYHOM CO-
OTBETCTBUM C HACTOAIIVM CTaHIAPTOM. Penrenne 06 y,HOBJ'[STBOpPITCHbHOﬁ IIOTPEITHOCTH PE3YJIILTATOB M3-
MEPEHUN IIPUHUMAIOT IIPU BBIIIOJHEHWUU YCIIOBUA:

| my — My | SKCT’

(14)

IZe M, — OKOHYATEJILHBIN pe3yIbTaT U3MEPEHUA MAacCOBO JOIU MBILIbAKA B CTAHIAPTHOM 00pasle (1Ipo-
6e), Mt~ ! (Mr/KT);
— aTTeCTOBAHHOE 3HAYEHWE MACCOBOIL JOJIM MBILILAKA B CTAHIAPTHOM 06pasie, MIH ! (Mr/kT);
K, — HOpMaTuB OIIEPATHBHOTO KOHTPOJIS ITOTPELIHOCTH, MIH | (MI/KT).
3nauyeHue Hopmarusa K rnpu P = 0,95 paccuursiBaior 1o gopmyne

K. =084 w/A2 + A2, (15)

Ime A, — IPaHHLA AGCOMOTHON NOIPEITHOCTH aTTECTOBAHHOTO 3HAYEHWS MAacCOBOi NONMM MBIIUbSKA B
CTaHOapTHOM oGpasie, MIH ! (Mr/kr);
A — TpaHHULA aOCOTIOTHON MOTPENTHOCTH PEe3yIbTaTa M3MEPEHWS MAcCOBOM TOMM MBIIIBSIKA, BHI-
yucjaeHHas o opmyne 9.

Moy
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