MVYK 4.1.1351—03

YTBEPXIAIO

['naBHBI} rOCy1apCTBEHHBIN CAHUTAPHbIH
Bpad Poccuiickoi denepalimu,

[lepBbiv 3aMecTUTENL MUHHUCTPA
3npaBooxpaHeHus Poccurickon Peaepauuu

['.I'. OHUUIEHKO

16 mas 2003 r.
Jlata BBei€HHA: C MOMEHTA YTBEDXKIEHUS

4.1. METO/J1bI KOHTPOJIA. XUMHWYECKHE GAKTOPDI

H3mepeHue MaccoBbIX KOHIEHTPAHIA 3 THII-o-IIHAH-CL~

ITHIPeHHaneTaTa (3THI0BOI0 YPHpa a-mHAH-o-
ITHI(PEHHIYKCYCHOH KHCJI0ThI) B BO3yXe pabo4eii 30HBI
METOZ0M razoBoi xpomarorpaduu

MeToan4yecKkHe YKa3aHHus
MYK 4.1.1351—03

1. O6aacTL npHMeHEeHHS

Hacroswmue MeTtogHyecke yKa3aHus YCTaHaBJIMBAKOT KOJHYECTBEHHbIH
XpoMmarorpadpUuecKuii aHaau3 Bo3ayxa paboucit 30HBI Ha coaepXaHHE 3THJI-
a-uHaH-a-:a;mmpeHHﬂaueTaTa (BLOPA) B nMana3oHe KoHUeHTpauuid ot 0,5
1o 5,0 Mr/m”.

2. XapaKkTepHCTHKA BellleCTBA
2.1. CrpykTypHas ¢popMyia

O
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2.2. Omnupuueckas gopmyna Cj3H sNO,.
2.3. Monexynsapnas Macca 217,26.

2.4. PeructpaunoHubiit Homep CAS 718-71-8,
25, DU3HUKO-XUMHUYECKHE CBONUCTRA.
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IDPA - OecluBeTHas XHUAKOCTb CO CHELHAPHUYECKHM 3alaxoM,
Twn = 160—170 °C npu 20—25 MM pT. cT. PacTBOpHUM B 3THIIOBOM CIIMPTE
U ApPYrUX OpraHHYecKux pactBopuTenax. HepactBopuM B Boae. B Bo3ayxe
HaXOOUTCA B BUAE aIPO30JIA.

2.6. Toxkcukonoruyeckas xapakTepucTHKa.

JLO®DA obnanaer pasapaxalolliuM NeHCTBUEM.

OpueHTHPOBOUYHBIH Oe3onacHbit ypoBeHb Bo3aercTBUA (OBYB) B BO3-
nyxe pabouei 30HsI 1,0 MT/M".

3. [lorperHoCTL H3IMEPECHHH

MeToauka obecrneyruBaeT BhINIOJHEHHE W3MEPEHHH C MOTPELIHOCTBIO HE
Oonee + 24 % npu nosepuTenbHoM BeposTHOCTH 0,95.

4. MetToa H3MepeHHH

HM3mepenus MaccoBoii kKoHUEHTpauuu IN[IPA oCHOBaHbI Ha HMCMOJIb-
30BaHHHU ra3oBOH xpomarorpaduy C NPUMEHEHUEM MJIaMEHHO-HOHH3aLHOH-
HOro JETEKTOPA.

OTtbop npod NPOBOAHTCSA ¢ KOHLUEHTPHPOBAHHUEM Ha PHIIBTD.

HuxxHuit npenen M3MepeHHs cColepxaHUA B XpoMartorpadupyeMoMm
obbeme — 0,010 Mkr.

HuxxHUA npenen W3MepeHHA KOHUEHTpauud B Bo3ayxe 0,5 Mr/m’ (npu
orbope 100 M’ BO3/1yXa).

Metoauka crieuMduryHa B yCcaoBuax npoussoacrsa J1[IDA. Onpene-
NEHHIO HEe MELIAOT 3TUNOBLIM CIIUPT, YKCYCHas KUCJIOTA.

S. Cpeacrea niMepeHHH, BCHOMOrarejibuble YCTPOHCTBA,
MATEpPHAJIbl, PEAKTHBbI, PACTBOPLI

5.1. Cpeocmea usmepenuii, 6cnomMozamestbHole yCmpoucmaeda, Mamepuansi

Xpomarorpad razossiii Tuna 3100 uau « XpoM-5»
C N1aMeHHO-HOHU3ALIMOHHBIM JIeTEKTOPOM
Xpomarorpaduueckas KOJOHKA cTajbHas AJHHOM
3 M H BHYTPEHHHUM AHAMETPOM 4 MM

Copbent [Topanak Q, ¢ppakuus 0,16—0,20 MM —
HacajJka xpoMarorpaguueckoi KOJOHKH

dunbTpOIEepKATEND TV 95.72.05—77
INIEKTPOACHHUPATOP TV 64-1-862—82
ITocyna mepHas naboparopHas [TOCT 1770—74E

ITpobupku ¢ npumnn?oaaﬂﬂbwn npoOKaMH,

BMECTUMOCTBIO 10 cM ['OCT 25336—82E
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Brokchl ~ /ag F'OCT 25336—82E
ITuneTku, BMecTHMOCTBIO OT 0,2 1o 10,0 cM> ['OCT 29227—91
JIuHelKa U3MepUTEe/ibHas ['OCT 427—75
CekyHaomep [OCT 5072—79
Ounetpel AGA-BII-10 TV 95-743—80

5.2. Peaxmuesi, pacmeopbwi
ILIDA, conepxaHHe OCHOBHOT'O BEIIECTBA

He MeHee 97 % CTIT19286-002-06721498—99
COupT 3TUIOBBIHA, XY TY 6-09-1710—77
['a3000pa3Hbie B OalIOHaX ¢ peAyKTOpaMHu:

a3oT ['OCT 9293—80

BOJOPOA ['OCT 3022—80

BO3yX ['OCT 1182—74

JlonyckaeTcs nNpUMeHeHHe HHBIX CPEACTB H3MEPEHHSA, BCIIOMOraTeib-
HBIX YCTPOMCTB, PE€AKTHBOB H MAaTepHasioB, OOECNEUYMBAIOLIMX TOKA3aTElH
TOYHOCTH, YCTAHOBJIEHHbIe 11 faHHo MBH.

6. TpeGoBanus 0€30MACHOCTH

6.1. IIpu pabore ¢ peakTHBaMu codnoaar0T TpebosaHus 6€30NacCHOCTH,
YCTAaHOBJIEHHbIE 0711 paboThl C TOKCUYHBIMH, €IKHMH H JIEFKOBOCILIaMe-
HaouuMuca BeulectBaMu 1o 'OCT 12.1.005—88.

6.2. [Tpy npoBeAeHHUH aHAJIM30B MOPHOYUX H BpPEeAHBIX BELIECTB COOIIO-
NarT Mepbl MpoTUBonoxkapHou 6esonacHoctd no 'OCT 12.1.004—76.

6.3. IIpu BBLINOIHEHUH HU3MEPEHUH C HCIIOJIb30BAHHEM Xpomartorpada
cobnoaaloT  npaBuia  3JEKTpoOe30nmacHOCTH B COOTBETCTBHM  C

['OCT 12.1.019—79 u uHCcTpYyKUMEH 11O IKCITyaTauuu npudopa.
6.4. Ilpu pabore ¢ razamu, HaXOAALUUMHCA B OassIOHaxX noJA AaBJIEHHUEM

no 15 MITa (150 krc/cm?), Heo6xoaumo cobmonats «IIpaBuia YCTPOMCTBA U
6e30nmacHo# 3KCNyaTalid CTAHOHAPHBIX KOMIIPECCOPHBIX YCTAaHOBOK, BO3-
AYXONMpPOBOJAOB M rasonpoBoaoB noa naBjeHuem» [Ib-10-115—96,
['OCT 12.2.085. 3anpeinaerca OTKpbiBaTh BEHTHAb OallIOHA, HE YCTAHOBMB

Ha HEM NMOHWXAKIUHH PEAYKTOD.
7. TpeboBanus K kBATHPHKALHHE onlepaTopa

K BbIMOJIHEHHIO H3MEpeHHH H 00paboTke pe3ynbTaTOB AOMYCKAIOTCH
JIMLIa C BBICILIMM H CpedHHM crnelHanbHbiM 00pazoBaHUeM, UMEIOIHE HABLI-

K4 paboThl HA ra30BOM Xpomarorpage.
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8. Yci10BuA H3MepeHHH

8.1. IlpuroroBneHue cMeceit U MOAroTOBKY Npo0 K aHaIM3y MPOBOIAT B
HOPMaIBHBIX YCIOBHSX NpH Temriepatype Bo3ayxa (20 +5) °C, atMmocdep-
HOM nasjieHuu 84—106 kIla ¥ BnaxkxHocTH Bo3ayxa He 6osee 80 %.

8.2. U3MepeHHa Ha ra3oBoM xpomarorpade rnpoBOAAT B YCIIOBHAX, pe-
KOMEHIAOBAHHBIX TEXHUYECKON JOKYMEHTALMEH K npuoopy.

9. IloaroroBKa K BbINOJHEHHIO H3MEPEHHS]

9.1. Ilpuzomoesienue pacmeopoe

CranpaptHbii pactBop Ne 1l 3IIDMA roroBiT BECOBBHIM METOAOM.
B3gewuBaoT MEPHYIO KOOy BMECTHMOCTBIO 30 cM® ¢ 5—10 cm’ 3TtaHona,
BHOCAT |—2 KaniM BewlecTBa M CHOBA B3BEeLIUBAIOT. [1o pa3HOCTH noxasa-
HHH OIpPEAEIAIOT HABECKY BellecTBa. PacTBOp AOBOIAT 0 METKU 3TAHOJOM,
BLIYMCIIAIOT COAEPIKaHHE BELIECTBA B 1 cM° pacTBopa.

CrangaptHblii pactBop Ne 2 konueHTpauweit 100 MKI/CM’ FOTOBAT CO-
OTBETCTBYIOILMM pa3baBleHUEM CTaHIapTHOIO pactBopa Ne 1 3TaHo/IOM.
PacTBOpBI YCTOMYMBBI B TCUEHHE ABYX HENENb MPH XPAHEHHUH B XOJIOAUJILHHKE.

9.2. Iloozomoeka npubopa

9.2.1. O0wyo noaroToBKy Npudbopa OCYWECTBAAIOT COrJaCHO HHCT-
PYKLUMH MO 3KCIUTyaTalUH.

9.2.2. XpoMarorpagpuyecKyr0 KOJOHKY M KOHUEHTPALHOHHYIO TpYOKy
3aMOJHAIOT ¢ UCMOJb30BAHMEM BaKyyMHOro Hacoca roToBoil Hacaakoi. Ko-
JIOHKU KOHAMLMOHHPYIOT B TOKE a30Ta MyTeM Iporpesa MpH TeMneparypax

100, 200 1 250 °C B TeueHne 5 4 ipu KakaoH TeMreparype.

9.3. Ycmanoenenue 2padyupoeounoi xapaxmepucmuxku

I'panyHpoBOUYHYIO XapaKTePHCTUKY, BHIPAXKaKINYIO 3aBUCHMOCTh BEJIH-
YHHBI XpOMaTOrpagUyecKoro CHriaia oT Macchbl aHaJIU3UPYEMOro BEILECTBA
B XpomarorpapupyemMoM obbeMe MpoObl, YCTAHABIHUBAIOT MO METOAY abco-
JIOTHOH KanHOPOBKM C MCMOJIb30BAHUEM CEPHUH IPaJyHPOBOYHBIX PACTBOPOB,
KOTOpbIE€ FTOTOBAT COOTBETCTBYIOUIHM pa3baBieHHUEM CTAHAAPTHOrO pacTBopa
No 2 3TUNOBBIM CIIUPTOM coriacHO Tabu. 1. PacTBOpbl XpaHATCH B TEUEHHE
ABYX Henenb.

Jns NOCTpOeHMs rpagyupoBO4YHOro rpaguka rno |1 MM~ KaXIOTO pac-
TBOpa BHOCAT C MOMOILLBI0 MHUKpOWINIpHLIA B XpoMaTorpag. YC/IOBUA XpoMa-
TorpagupoBaHusA rpagyHpOBOUYHbBIX CMeCel U aHANU3UPYEMBIX Npoo:

TEMIEpaTypa TepMocTaTta KoaoHkH 220 °C;

TeMneparypa ucnapurens 320 °C;

TeMnepaTtypa aerexropa 250 °C;
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06beM BBOIMMO# Mpobbl | MM”;

CKOpPOCTB IMOTOKA raza-Hocurens (azor) 15 CM"/MHH;
CKOPOCThb MMOTOKA Boaopoaa 15 CM3/MHH;

CKOPOCTb MOTOKA BO3AyXa 150 cM’/MuH;

Bpemsa yaepxusanus DLIDDA 2 MuH 25 c.
Tabnuua 1

PacTBopbI 1] YCTAHOBJIEHHS rPpagyHPOBOYHOH xapakTepucTHKH JHDPA

Coaep>kaHue BeliecTBa
B XpoMarorpapupyemMoM
00BbEME MPOOBI, MKT

KoHLIEHTpalus
BELLCCTBA,
MKI/cM’

CTtaHaapTHuIid | DTUNOBBIM
pacTeop, Ne 2, CITUPT,
CM M’

H
bJ
H

Ha nonydyeHHOM XpoMaTorpaMMme U3MEPAIOT BBICOTHI ITUKOB € NMOMOILUbIO
JIMHEUKHU MPH aHallM3e LIECTH CMeCeH pa3HbIX KOHUEHTPAUHUHA H XOJOCTOM
npoOkl, NpoBOAd HE MEHEE MATH NapajsiesibHbIX ONPEAECNICHHH MIA KaXA0ro
pacTBOpa, U CTPOAT rPaAyHMPOBOUYHYIO KPHBYIO 3aBHCHMOCTH BBICOTBI MHKA
(MM) OT KOJIM4YeCTBa KOMNOHEHTA B npobe (MKr). I1poBepKy rpaaynpoBOYHO-
ro rpadyka NpoBOAAT PH UBMEHEHHH YCJIOBHUHM aHaM3a, HO He pexe 1 pa3a

B MECHLI.

9.4. Ombop npoosr eo3oyxa

Bo3znyx ¢ ofveMHbiM pacxonoM 10 IIM°/MHH aClUpHpYIOT 4epe3
dunbTp. s uamepenus 4 OBYB nocratouno otoSpats 100 am° Bo3myXa.

[Tpo6bl MOKHO XpaHHUTb B TEYEHUE TPEX CYTOK B XOJI0AUIbHHUKE.

10. Boino/iHeHHE H3MEepPEeHHS

OuneTp ¢ oTodpaHHOH NpoOdOH noMewaloT B OI0KC W MPUAUBAIOT NU-
neTkoit 5 cM’ 3THIOBOro cnupTa. [lepHoanyecky BCTPAXUBAsA, BbIAEPKUBAIOT
PAcTBOP B TEUYCHHE 5 MUH U CIMBAIOT €0 B podupKy. CreneHb aecopoumu ¢
dunsrpa 97 %. XpomarorpadupoBaHue pacTBopa npoObl NPOBOAAT B TEX XKeE
YCAOBHAX, YTO W XpomarorpagupoBanHe rpaayupoBouHsiXx pacteopos. Ko-
JTHYECTBEHHOE ONpejie/IeHHe CONepKaHHs aHAIM3UPYEMOro BellecTBa B pac-
TBOpE NPOBOIAT MO NPEABAPUTEABHO MOCTPOCHHOMY TIpalyUpPOBOYHOMY

rpaduky.
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11. PacyeT KOHIEHTPALHH

KoHLEHTpauKio aHaTH3MpyeMoro Bewecta B Bosayxe (C, MI/M’) BblI-
YHCJAIOT 110 POpMYJIE:
a-é
C= , TAC
oV
a — copepXXaHHe BelUIeCTBA B aHaNU3UpyeMoM o0beMe npobbl, HalieH-
HOe N0 rpalyHpOBOYHOMY rpadHKy, MKT;
6 — 00beM nipoObl, B3ATHIA [Ay1d XpoMaTorpadupoBaHm, cM’;
g — 00Kii 06BEM pacTBOpPa NPOGHI, CM’;

V — 00beM BO3MyXa, OTOOpaHHOro Uit aHAJIM3a U NMPHBEJIEHHOIO K CTaH-
AAPTHBIM YCIOBHAM, M~ (CM. Npuaox. 1).

12. O¢opmienue pe3yisTaTOB AHAIH3A

Pe3ynh'ra'r KOJJMYECTBEHHOTO aHanu3a rnpeactaBasaoT B Buae (C t A)
Mr/m°, P =0,95, rae A — XapaKTepHCTHKa norpemnocty, A = 0,16C + 0,04,

13. KonTpoab norpemHocTH METOAHKH

3HayeHUSA MOJIYYECHHBIX METPOJIOTHYECKHX XapaKTEPHCTHUK IMOrpelIHo-
CTH, HOpMaTHBa ONE€PaTHBHOIO KORTPOAA TOYHOCTH H HOPMAaTHUBa OonepaTHB-
HOro KOHTPOJIA BOCIIPOU3BOAHMOCTH MpUBeAeHbI B Ta0. 2 B BUJE 3aBUCHMO-
CTH OT 3HAY€HHR MACCOBOM KOHLIEHTpPALUHW aHAIU3HPYEMOro KOMIOHEHTa B

npobe C.
Tabnuua 2

Pe3yabTaThl MEeTPOAOTHYECKON ATTECTAlUH METOAHKH
KOJIHYECTBEHHOI'0 XHMHYECKOro aHajin3a

Jinana3on HaumeHoBaHHE METPOJIOrHYECKOH XapaKTEPUCTHKH

OTPEACTAEMBIX | yapakTepUCTHKA | HOpMATHB onepaTHB- | HOPMATHB OfIEPATHBHOIO

KOHLICHTpALIHA norpemﬂocm HOT'O KOHTDPO/IS TQ4HO~ [ KOHTPOJISt BOCIIPOH3BO-
SLD®A, A, Mr/m> ctu, K, Mr/m° TMMOCTH, D, MI/M>
MI/M’ (P =0,95) (P= 0,90 m = 2} (P =095 m=2)

Or05m05 | 0,16C+0,04 |  0,15C+0,06 0,13C+0,09

13.1. OnepamueHslit KORMPObL 80CRPOU3BOOUMOCMU

OnepaTtvBHBIA KOHTPOJIb BOCMIPOU3BOAMMOCTH BBINOJIHAKOT B OTHOM Ce-
puM C aHanu3oM padbounx npob. OTbupaloT peanbHbie NpOOk Bo3Ayxa pabo-
YeH 30HBI M3 OJHOTO TPaAUMLIHOHHOrO MecTa otbopa aBymMs npobooTOOpHU-
KaMH OJHOBPEMEHHO. AHAJIM3HPYIOT B COOTBETCTBUM C NMPONHCHIO METOIHKH
pa3sHbIMH AaHATHTUKAMH, MAKCMMaJbHO BapbUpyA YCJIOBHA NPOBEIECHUS aHa-
n¥3a: napTHH PeaKkTHBOB, Habopa MepHO# nocyasl U T. A., H NMOAYy4aloT ABA
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pesyabstata C, u C, aHAIU30B. Pe3ynpTarsl aHaIU30B HE AO/DKHBI OTIHYAThCA
APYr OT ApYyra Ha BE€JIWYMHY OONBUIYIO, YEM HOPMATHB OlNEPATHUBHOIO KOH-
TPOJI BOCIIPOU3BOJAMMOCTH D:

|C,~C,|<D

[Ipy NpeBBILUEHHH PACXOXKIACHHUA MEXAY ABYMS pe3yjbTaTaMH HOpMa-
THBA OHEPATUBHOr0 KOHTPOJIA BOCNPOU3BOAUMOCTH 3IKCIIEPUMEHT NMOBTOPA-
10T, Ilpy OBTOPHOM NPEBBILICEHUH YKa3aHHOr0 HOPMATHUBA BBIACHAIOT MPH-
YUHbI, IPUBOAAHINC K HEYIOBIETBOPUTEIIEHBIM PE3YyIbTaTaM, H YCTPAHAKOT HX.

BHyTpeHHHUI ONEPATHBHBIN KOHTPOJIb BOCHPOM3BOAHMOCTH NPOBOIAT
He pexe, 4eM | pa3 B Heaeo.

13.2. Onepamuensiii KOKMPOJIb MOYHOCMU

OnepaTHBHBIM KOHTPOJAb TOYHOCTH BBIMOJHAIOT B OOHOU CEpUM C aHa-
nu3oM pabounx npod. OTdupalor peanbHbie NPoOB Bo3ayXa paboueii 30HDLI
H3 OJHOro TpPaaAHLMOHHOro Mecra otbopa nByMsa MpoOOOTOOpPHHKAMH OJIHO-
BpEMEHHO. 3ateM K OAHOH nmpobe, oTobpaHHON HA GUNLTP, AenalOT A00aBKY
AHATH3UPYEMOT0 KOMIIOHEHTA U3 pacTBOpa, HAHOCA €ro Ha QuiaeTp. Bennun-

Ha no6aBkH O0C MO/DKHA COOTBETCTBOBATH YBEIHYEHHUIO COACP)XAHHA KOMIIO-
HeHTa B npode Ha 50—150 %. PesynbraTel aHanusa C, 6e3 nobaBku U C, C
no6aBkoi MOJY4alT M0 BO3MOXHOCTH B OJHHAKOBBIX YCIOBHUAX: OJHHM
aHATUTHKOM, C OJHOM MapTHEeil peaKTUBOB, C OOJHMM HAOOpOM MOCYydsl H T. A.
BennuuHa C, He OOJDKHA BBIXOJMTH 3a BEPXHIOK IPaHHILY AHala3oHa U3Me-
peHus.

[TorpemHocTh NMpOLEAYPBI 0TOOpa NpOO KOHTPOIHUPYIOT NNYTEM NMOBEPKH
HCIoNb3yeMbIX Mpo00oTOOpHHKOB. Pacuer HopMaTHBa ONEpaTUBHOIO KOHT-
poJia norpettHocTi K MPOBOMAT MO XapaKTEPHUCTHKE MOTPEMIHOCTH METOAUKH
3a BBIYETOM XapakTEPUCTUKH NOTpeliHOCTH npodooTOopHuka. PeuieHue 06
YAOBIETBOPHUTENIHHOH MOrPEIIHOCTH NIPUHUMAIOT TIPH BBINOMHEHUH YCIIOBUA:

1C,—C,-8C|<K

14. HopMmbl 32TpaT BpeMeHH HA AHAJIN3
Jlns npoBeicHHA CEPHH aHANH30B U3 6 Npob Tpebyercs 4 u.

MeToAMYECKH YKa3aHuA pa3padoraHbl POCCHHCKUM rocyaapCTBEHHBIM
MEIULUHCKHM YHHBEPCHTETOM (J1a0OpaTOpHUs TOKCHKOJIIOTHHM U 3KOJIOFHH,

['yraa E. B.).
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