MVK 4.1.1345—03

YTBEPXIAIO
["naBHBIii rocynapcTBeHHbIH CAaHUTApHBIH
Bpay Poccuiickoii ®enepauu,
[MepBbiii 3amecTuTens MuHHCTpa
3npaBooxpanehus Poccuiickoii Penepauyu

I'. I'. OHnmeHko
16 mas 2003 r.
Jlata BBEAEHHA: C MOMEHTA YTBEPXKACHUS

4.1. METO1bI KOHTPOJIA. XUMHWYECKHE ®AKTOPBI

®oTomMeTpHYECKOE H3IMEPEHHE MACCOBLIX KOHIEHTPaUuH
AH3THIMeTOKCHOOpaHa B Bo3ayxe pabodeif 30HbI

MeTtoanueckHe ykazaHus
MYK 4.1.1345—03

1. O6s1acTb NpHMeHeHHs
Hacrosmune MeToauueckne ykasaHUs yCTaHABIHBAIOT KOMHYECTBEHHbIN
¢doToMeTpUUeCKHH aranu3 Bo3ayxa paboueil 30HbI Ha COlep)KaHHe AHITHI-
MeTokcHOOpaHa B JManasoHe KoHLeHTpaumii 0,5—5,0 Mr/m’.

2. XapaxkTepHucTHKa BeliecTBa

2.1. CtpyxtypHas popmyna:
H C,H;

|
H—C—O—B

I
H \C2H5

2.2. Omnupuueckas popmyna CsH ;3OB.

2.3. Monekynsphas Macca 99,0.

2.4, PeructpaunoHHbiii Homep CAS 7397-46-8.

2.5. ®U3MKO-XUMHYECKHE CBOMCTBA.

JustuamerokcubGopad ~ GecLBeTHaA Npo3padyHas JKHIAKOCTL C PE3KUM
adupHbiM 3anaxoM; T..n 88—89°C, T,, nmxe — 70 °C, nnotHocTs —
0,761 r/cM’, pacTBopsieTcs B TeTparuapodypaHe, CIHpTax, allETOHE, aleTo-
HUTpHUNE, XIopodopMe, B BOJe He pacTBopsieTcs. Jlerko okuciasercs Ha BO3-
ayxe. B Bo3ayxe HaxonuTcsa B BUAE MapoB.

2.6. ToKCHKONOTHY€eCKas XapaKTepHCTHKA.

JunstunmeTokcrbopan obnagaeT oOIETOKCUYECKHM NEHCTBUEM C Mpe-
uMylectsenHsiM nopaxeHuem LIHC, BbisbiBaeT MOp(odyHKIHOHANbHbIE
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H3MeHEeHHA neyeHd, noyek. OKaspiBaeT HeOIArofipUATHOE BO3NEHCTBHE HA
KpOBETBOpEH#HE. Knacc onacvoctu — 2; INJAK B Bo3nyxe paGoueil 30HBI —
1 Mr/m”.

3. IlorpemHOCTh H3MEPEHHIE

MeTtoanka obGecrneunBaeT BbIMONHEHHE H3MEPEHHH AHITHIMETOKCHGO-
paHa ¢ MOTPeUIHOCThIO, He MpeBbimiaowei 18,7 % npu noBepuTebHOI Be-
postHocTH 0,95.

4. MeTtoa n3Mepennii

H3Mepenns MaccoBoil KOHLIEHTPAUMH AHAITHIMETOKCHGOpaHa BbINOJI-
HAKOT MeToAOM poTOMETpHUH.

MeToa onpeneneHus OCHOBAaH Ha B3aMMOJECHCTBMH MOHA Gopa ¢ pac-
TBOPOM KapMHHa B KOHLEHTPHPOBAHHOW cepHOi kucnorte ¢ oGpasoBaHueM
OKpALIEHHOTo B KPAcHbIH LBET KOMILIeKca, I3MepeHHe npoBoAsT NpU AAKHE
BoNHBl 585 M. OT6op npo6 NMPOBOAAT C KOHLEHTPUPOBAHMEM HA CHUIIMKA-
resb.

HuxHuii ipenen uamepenus 10 MKr austunMeTokcHbopaHa B aHanu3u-
pyemoM obbeme pacTeopa.

Hwxuuii npenen uaMepenus B Bosayxe 0,5 mr/m’ npu ot6ope 40 '’
BO31YyXa.

Onpenenenuto MeluatoT apyrue Sopcoaepxale COeAMHEHHUA.

5. CpeacrBa u3mepennii, BcnoMorateabHble YCTPOiCTBa,
MaTepHaJIbl, PEAKTHBbI
Tlpy BLINOAHEHUY U3MEPEHUH NPUMEHSIOT Cllelyl0IUE CPEACTBA U3Me-
peHuii, BCriomoraresbHbie YyCTPOACTBA, MaTepHaibl M PEaKTHBBI.
5.1. Cpeocmea usmepenuii, cnomozamensHsie ycmpoiicmea, Mamepuansl
QPorosnexrpokonopumetp KOK-2

AcnupauroHHOE YCTpOHCTBO TY 64-1-862—82
Becsl naboparopHeie BJIA-200 'OCT 24104—88E
DnekTpolkag CywIHIbHbIH TabopaTopHbIi

CHOJI-3,5 113 TV 16-531-639—78
KonueHTpauoHHbie crekisnHHbie TpyOku 10,0 x 0,8 cM

Ipo6upkH KonopUMeTpU4ECKHE 'OCT 25336—382E
IMuneTky, BMecTHMOCTHIO 1, 2, 5, 10 cM® I'OCT 29227—91
CTeK/I0TKaHb, IPOMBITAs FeKCaHOM I'OCT 10146—79

5.2. Peakmuest, pacmeopbsi
Kucnora cepHas kOHUEHTpHUpPOBaHHaA, X4 ['OCT 4204—77
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Kapmun (dbupma Joba, ABcTpus) — pactsop ¢
maccoBoii noneii 0,03 % B cepHoii kucnoTe

Kucnora consiHas ¢ maccoBoii nosei 20 % IroCT 3118—77
Cunmkarens mapku ACK, 3eprenne 0,25—0,50 mm  TOCT 3956—54
Bona auctunnvpoBaHHas I'OCT 6709-—72

JuatunsTokcubopaH, 3aBOJACKOIA, CBEXeneperHaH-
HbIH, conepx. 98 %.

Pa3spewaeTcs NpuMEHATH CPEACTBA M3MEPEHHMS, YCTPO#HCTBA, MaTtepHa-
Jibl B PCAKTHBBI C TEXHHYCCKHMH H METPOJOTHUECKHMHU XapaKTepUCTHKAMH,
He YCTYMNAaOWHUMH YKa3aHHBIM BblllIE.

6. TpeboBanus GezonacHocTH

6.1. Ipu pabore ¢ peakTuBamu cobmonatoT TpedoBaHus He3onacHocTy,
yCTaHOBJIEHHbIE LI paboOThl C TOKCHYHBIMM, €AKHMH M JIerKoBOCIJIame-
HaowuMucs Bettecrsamu rno FOCT 12.1.005—88.

6.2. Ilpu npoBeieHHH aHANM30B TOPIOYMX M BPEAHbIX BELIECTB NOJDKHbI
cobnoaaThes Mepbl NPOTHBOTIOXKAPHOIt 6e30omacHocTi no FOCT 12.1.004—76.

6.3. Tpy BLIMOJHEHWH W3MEPEHWIT C UCnosb3oBaHUEM cnekTpodoTo-
MeTpa coOMONAIOT TfpaBWla JNEKTPOOE30MacHOCTH B  COOTBETCTBUM C
I'OCT 12.1.019—79 u uHcTpyKLUHMeii no 3kcrutyarauuu npubdopa.

6.4. Pabota Ha criexkTpoOTOMETpE AOHKHA NMPOH3BOAHTLCA B YUCTOM
nomenteHUH, cBoOOAHOM OT MbLIH, NAPOB KMCAOT M Liesoueii. B6am3u cnex-
TpogoTOMeTpa He AOKHBI pacnojiaratbCsi rPOMO3AKHE M3LEIMs, CO3]al0-
e HeynobcTBa B paboTe oneparopa.

7. TpeGoBaHus K KBATH(HKALHH ONEPATOPOB
K BbinonHeHHt0 u3MepeHuit M 06paboTke WX pe3ybTaToB A0MYCKAKOTCA
nyLa C BbICWUMM W CpeaHeCnelHalbHbIM 06pa3088HM6M, UMEIHEC HABBIKH
paboTbl Ha POTOINEKTPOKOIOPUMETPE.

8. YcioBns u3mepeHuii

8.1. Ipoueccyl NpUroTOBEHUS PacTBOPOB M MOArOTOBKH Npob K aHa-
M3y NPOBOAAT B HOPMaJbHLIX YC/IOBHAX NpH Temnepatype Bosayxa (20 *
10) °C, atmocpepHom nasneruyn 84-—106 kIla u BnaxkHocTH Bo3ayxa He 6o-
nee 80 %.

8.2. BbinonHeHue u3MepeHnit Ha (HOTOIIEKTPOKONOPUMETPE NPOBOAAT
B YCNIOBMAX, PEKOMEHIOBAHHbIX TEXHUUECKOH JOKYMEHTaLMel k npubopy.

9. IloaroroBKa K BhIMTOJHEHHIO H3MePEHH

[Tepen BbIMONHEHHEM M3MEPEHHI MPOBOIAT criepylole paboThl: Noa-
roTOBK& COpOeHTa-CHIINKares, NPUroTOBJIEHHE PacTBOPOB, MOAroTOBKA ¢o-
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TO3/1EKTPOKONIOPUMETPA, YCTAHOBIEHHE I'PadyHPOBOYHOH XapAKTEPHCTHKH,
NOAroTOBKAa KOHUEHTPALMOHHBIX Tpy6ok, oT6op npob.

9.1. IToocomosxa cunukazein

Cunukarens mapkn ACK, sepHenue 0,25—0,50 mm, sanuBaiot 20 %
COIAHOH KHMCIOTOH W KHMATAT B TeyeHue 3—4 4, 3aTeM OCTYKalOT, OTMbIBa-
10T JMCTHVIMPOBAHHOH BOAOH A0 OTPHLATENbHOH peakuud HA HOH XJiopa,
BHICYIIHBAIOT CHavana B cywunbHoM wkady, npu temneparype 200 °C, 3a-
Tem B Toke azota npd 200 °C. XpaHuTb CHAHKarenb ClefyeT B FEPMETHYHO
3aKphITOM COCYe.

OrpaboTaHHBIi CHAMKAreib OTMbIBAETC BONOH OT CEpHOM KHCIIOTBI,
BBICYLUIMBAETCA H CHOBA HCIONb3yeTCH.

9.2. ITpuzomosnenue pacmeopos

921 CraHpapTHbl# pacTsop Ne 1. B MepHyo konby BMECTUMOCTBIO
100 c™® Hanusaiot 30—50 e’ CepHOM KHMC/IOTHI, B3BEUIMBAIOT, A00ABIAIOT
OHY Karllo AMITHIMETOKCHOOpAaHa M CHOBA B3BEIIHBAIOT. OGBEM NOBOAAT
0 METKH CepHOM Kucnorou NEePEMELIHBAIOT U BBIYHCIAIOT MAcCCy AWUITHII-
MeTokcuGopana B 1 cm® pactBopa. PacTBOp ycToHuYMB B Te4eHHe S5 IHEH.

9.2.2. CrannaptHblii pactBop Ne2 ¢ comepkanuem 100 MKr/cM® IH-
3TUIMETOKCHOOpaHa roTOBST paibaBiieHHeM CTaHOapTHOro pacrteopa Ne 1.
PacTBOp yCTOHYMB B TeueHHe 2 AHeH.

9.2.3. IlpuroToBiieHHe pacTBOpa KapMHHA B CEPHOM KHCIOTE.

Ha 4vacoBoM ctekne B3Bellll/lBai0T 30 Mr kapMHHa, NepeHocsAT HaBeCKy
LEAHKOM B MepHYIO kon6y Ha 100 cM’, B koiby noGasmsior 50—60 em® cep-
HOM KHCIOTBI, TILATEJILHO MEPEMELUHBAIOT, MOC/IE MOJHOro PacTBOPEHHS
KapMHHa pacTBOP IOBOMSAT 40 METKH CEPHOH KHUCIIOTOH.

9.2.4. Ioaroroeka npubopa.

[MToarotoBky ¢oTO31€KTPOKOJOPHMETpPA MPOBOJAT B COOTBETCTBHH C
PYKOBOJCTBOM MO 3KCILTYaTalMH.

9.2.5. YcTaHOBNEHHe rpafyupOBOYHOH XapaKTEPUCTHKH.

I'panyMpoBOYHYIO XapaKTEPHCTHKY, BHIPAXKAIOLLYIO 3aBUCHMOCTb ONTH-
YyeCcKOH MIOTHOCTH pacTBOpa OT Macchl AUITHIMETOKCHOOpaHa, YCTaHaBIU-
BalT MO LIECTH CEpUAM PacTBOPOB MU IpadyHpOBKH, NMpoBoid NO NAThH ma-
panneabHbIX ONpeneNeHnii Ans KaK 1ol cepuH cornacHo tabn. 1.
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Tabnuua 1
PacTBoOpbI AN YCTAHOB/IEHHS rPARYHPOBOYHO# XAPAKTEPHCTHKH
NpH onpeneeHnH AU3THAMeToKcubopana

Ne CranjiapTHbli CepHasi KHCJ10Ta KOHLL., | Colepxanue AU3TUI-
crangapra| pactBop Ne 2, cM M METOKCHOOpaHa, MKT

1 0,0 2,0 0,0

2 0,1 1,9 10

3 0,2 1,8 20

4 0,4 1,6 40

5 0,6 1,4 60

6 0,8 1,2 80

7 1,0 1,0 100

INoAroToBaeHHEBIE rpafy¥pOBOYHbIE PACTBOPHI NIEPEMEIINBAIOT, B KaX-
Iyio npobupky noGasnstot § oM’ pacTBOpa KapMMHa, CHOBAa XOpOWIO mepe-
MEIIHBAIOT H 4Yepe3 | 4 U3MEpAIOT ONTHYECKYIO NMAOTHOCTh PacTBOPOB NpH
585 HM B KIOBeTE C TOMIUHOM cos 20 MM MO OTHOLIEHHIO K pacTBOpPY Cpas-
HeHus. CTpOAT rpaxynpoBOUYHBIA rpaduk: Ha OCb OPAMHAT HAHOCAT 3Haue-
HHs ONITUYECKOM MUIOTHOCTH, Ha OCh @6CLHCC — COOTBETCTBYIOLIUE UM CO-
AepXKaHUA OHITHIMETOKCHOOpaHa B MKT.

Tposepka rpagyupoBouHoro rpaduka nposoaurcs 1 pa3 B KkBapTan wiu
B Clly4ae HCIOJIb30BaHUA HOBOMH NMapTHH peakTHBOB.

9.2.6. [ToaroToBKa KOHLEHTPALHOHHBIX TPYOOK.

KoHueHTpalHOHHBIE CTEKNAHHBIE TPYOKH 3aMONHAIOT CHUIIHKArejieM
(450 Mr), KoTOpbIH ynepKuBaeTCAd C MOMOUIBLIO NPOGOK M3 CTEKJIOBOJIOKHA.
Konup! Tpy6oK 3aKpbIBalOT CTEKIAHHBIMH 3arnyllKaMH, rOToBblie K oTGopy
TpyOKH XpaHAT B IKCHUKATOpeE.

9.3. Ombop npob eo3oyxa

Bo3ayx ¢ 00beMHBIM PACXOIOM S AM® acIHpHpYIOT 4epe3 KOHUEHTpa-
LMOHHBbIE TPYOKH, 3anojiHEHHble CHnHKareneM. s usmepenus 2 IJIK cie-
nyet otobpatsb 40 am® Bosayxa. CpoK XpaHeHHs 0TOGPaHHBIX 1pob 1 CYTKH.

10. BoinoneHne H3mMepeHust

Cunukarens ¢ otobpaHHO#H npoGoii BeichimaeTcs B MPOOHpPKY, 3annBa-
eTcst 4 CM’ KOHUEHTPHPOBAHHO# CEPHOMN KHC/IOTI M BLIIEPKUBAETCH 15 MUH.
3a 5T0 BpeMs npoba HECKOMBKO Pa3 BCTPAXMBAETCH, 3aTeM 2 CM° BEPXHEro
Cnosi MEPEHOCHTCA B KONIOPHMETPHYECKYIO MPOOGHPKY M nanee obpabaTbiBa-
ercsi aHAJOTHYHO TIpajlyMpOBOYHBIM pacTBopaM. ONTHYECKYIO MIOTHOCTE
MOJIyYEHHOTO PacTBOpa M3MEPSIOT MO OTHOIIEHWIO K PacTBOPY CPaBHEHMS,,
KOTODBIH FOTOBAT OJHOBPEMEHHO U aHAIOTMYHO Npobam.
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11. Boruuciienne pe3yjabTaToOB HIMEpPeHHH

KonueHtpaunio amatuamerokcnubopana B Bozayxe (C, Mr/m’) BbluHC-
JA0T no hopMyne:

a
c= , TIe

6

a — KOIMYECTBO BELIECTBA, HaliIeHHOe B aHanM3MpyeMoM o0beMe pac-
TBOpa MO rpaayHpoBOYHOMY rpaduky, MKr;

6 — 001Hif 06beM NpoGbl, CM;

6 — 06beM npoGEI, BIATHIN LTS aHATU3a, CM;

V — o6beM Bo3lyxa, 0TOOPaHHOr0 MUIs aHaiH3a (aM ) H NPUBEACHHOTO K
HOPMAJIbHBIM YCJIOBHAM (MpHIIOXK. 1).

12. OdopmaeHne pe3ysbpTaToOB aHAIH3A

Pe3yanaT KOJIUMECTBEHHOrO aHaiM3a mpenacrasisioT B Buge: (C t A)
Mr/M,
A=187C.

13. KoHTpO/Ib HOrpentHOCTH METOXHKH
Tabnuua 2

3unayeHHs XapaKTepHCTHKH NOTPELIHOCTH, HOPMaTHBA ONEPATHBHOI0 KOHTPOIA
NOrpemHoOCTH H HOPMATHBA ONEPATHBHOI0O KOHTPOJIA BOCNIPOH3BOAHMOCTH

Jlnanaszox HaumeHoBaHue METPONOTHYECKOM XapaKTepUCTUKH

OMpeIENseMBIX HOPMATHB ONEPaTHBHO-
XapaKTEpUCTHKa | HopMaTH -
KOHLICHTpaLHii | XapaKTepHCT OpMATHB OMEPATHBHO- | [\ oo g BOCTIPOM3-

- | MOrpeUIHOCTH H -
A opatia, Mo Zp % 0'?H ’ m}:(gcr]l:lpoll}x"zoglf *" | romumoctn, 1, % ot
6opaHa, MI/M » /0 - > 1L, . P= 0,95, m= 2)

0,5—S5,0 18,7 18,7 8,1

13.1. Onepamuensiit Koumponn 8ocnpou3s00umMocmu

O6pa3uamu a1 KOHTPOJA ABJSIOTCA peanbHble Npobbl BO31yXa pabo-
Yeil 30HbI MIPH CONEPKAHMM IHITHIMETOKCHOOpaHa He MeHee 1,0 Mr/m’.

Ilocne ot6opa cuamkaresib AEnAT Ha ABe paBHBIE YacTH (IO Becy) M
aHAHU3UPYIOT B TOYHOM COOTBETCTBHH C IPONHUCHIO METOAMKH, MaKCHMallb-
HO Bapbupys YCIOBHMA NPOBEJeHHs aHalM3a, T. €. NOJy4aloT ABa pe3yabTara
aHanM3a B pas’HbiX J1abopaTopHAX WK B OIHOM, UCNONb3YS NIPH 3TOM pa3Hbie
Habopel MEPHOW NMOCYAbI, pa3sHble MapTHH peakTHBOB. [[Ba pe3y.bTaTa aHa-
Ji¥3a He NOJDKHBI OTJIMYATBCA APYT OT APYra Ha BEeMHYUHY JAONMYCTUMBIX pac-
XOXXACHHH MEX Ay pe3yJbTaTaMH aHaIU3a:

x['_‘xz
X

-100< /7, rae
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X, — pe3yabTar aHanu3a paboueii mpobel;

X, — pe3y/bTaT aHa/li3a 3ToH e Npolbl, MONY4YEHHOH B Apyroi nabopa-
TOPHMH WM B 3TOH XK€, HO PYIHM AHAIUTHKOM C HCMO/b30BAHHEM APYroro
Habopa MEepHOi1 NOCY bl M APYTHX NapTHil peaKTHBOB;

M — nonyckaeMble PacXOXXAEHUA MEXAY pe3yJbTaTaMH aHANM3a ONHOH
H ToH e npoObl.

Ilpy npeBbILIEHUH HOPMATHBHOrO ONEPATMBHOIO KOHTPOJA BOCMPO-
M3BOAAMMOCTH 3KCIIEPUMEHT MOBTOPSAIOT. [IpH NOBTOPHOM MPEBbIIIEHHH YKa-
3aHHOro HOpMaTHBa [l BLIABIAIOT IPHYHHbI, TPUBOAALIME K HEYIOBAETBOPH-
TEJIbHBIM pe3y/bTaTaM KOHTPOJIA, U YCTPAHAIOT HX.

13.2. Onepamusnsiii KoORmMpPOb ROZPEUIHOCII UIMEPEHUIT

OnepaTvBHBIA KOHTPOJIbL NOTPELIHOCTH BBLINOMHAIOT B OfHOH cepuu ¢
KXA pabouux npob6.

O6pa3uamu 0 KOHTPONA ABJSIOTCA peanbHble Mpobbl BO3ayxa 3pa60-
4el 30HBI IPHU CONEP)KAHMU AMITHIMeTOkcuOOpaHa He MeHee 1,0 mr/m’. Tlo-
cie 0T60pa BO3AYIIHBIX MPO6 CHAMKAreNs, AENST HA ABe paBHble 4acTH, rep-
BYIO M3 KOTODBIX aHaJM3MPYIOT B TOYHOM COOTBETCTBHUM C MPOMHCHIO METO-
VKM, NONy4alOT pe3y/bTaT aHaaH3a McXodHOH paboueil npobwl — X,, a BO
BTOPYIO 4YacTb BBOMAT A00aBKY aHaiau3upyeMmoro koMnoHeHta (C). O6was
KOHLIEHTPaLHsA He J0/KHA MPEBILIATL BEPXHIOK MpaHMLy AHana3oHa M3Me-
peHus (T. e. BenMYMHa N00aBKH HOMKHA cOCTaBiATh 50-—150 % ot comep-
aHHs KOMIIOHEHTa B MCXOAHOH npobe). PacTrop ¢ nob6askoit aHaM3UPYIOT
B TOYHOM COOTBETCTBHH C MPOMHCHIO METOAMKH, NMONy4as pe3y/bTaT X,.

PesynbTaThl Bcex npo6 Mosy4aloT no BO3MOKHOCTH B OJMHAKOBBIX yC-
N0BUAX (OJIMH aHAMTHTHK, OMHH HaOOp MEPHOH NOCYBI, OJHA NIAPTHA peaKTH-
BOBHUT. 1.).

Pelenune 06 ynoB1eTBOPHTENbHON MOrPEIHOCTH MPUHUMAIOT NMPH Bbl-
TNOJIHEHHH YCIIOBHS:

XX TCl100< k. rae ¢ = zz_L;,ig
c

B kauecTBe HOPMAaTHBHOIO KOHTpPOJsA MOrpelHOCTH U3Mepenuit K npu-
HATO 3HayeHHe norpewHocTd: K= A = 18,7 %.

14, Hopmbl 3aTpaT BpeMeHn HA aHAJIU3
[nst npoBeNeHNs CEpHUH aHAJIM30B U3 1ecTH npob TpedyeTtcs 2 u.

Meroauueckue ykazanus paspaboransl Huxeropoackum HHUH rurue-
Hbi 1 npodnaronorun (Kysueuosa JI. B.).
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