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YTBEPXJAIO
I'naBHbi#i rOCY1apCTBEHHBIH CAHUTAPHBI
Bpau Poccuiickoi denepauun,
Mepsbliii 3amMecTuTeNL MHHHCTPA
3npaBooxpaHenus Poceuiickoi denepaunu

I'. T. OHuweHko
16 mas 2003 r.
Jlata BBeA€HHA: C MOMEHTA YTBEPKAEHHUS

4.1. METO/1bI KOHTPOJIA. XUMUYECKHE ®AKTOPbI

H3mepenne MaccoBbIX KOHIEHTPaNHii 3THII-o-IITHAH-OL-
stundennaanerara (3THIOBOIO 3PHPa a-HHAH-o-
ITHAPEHHITYKCYCHOM KHCI0ThI) B Bo3ayXe paboueid 30HbI
METO/10M Fa30Boii XxpoMaTorpagpHu

MeTtoan4ecKne yKkasaHus
MYK 4.1.1351—03

1. O6aacTh npuMeHeHus

Hacrosmune MeToanyeckue yKa3aHus yCTaHaBIWBAIOT KOJIMYECTBEHHBIH
Xpomarorpaguueckuii aHanu3 Bo3xyxa pabouei 30HbI Ha COAepXKaHUE 3THI-
o-LHaH-a-3TWIgeHnnauerara (3119PA) B nuana3oHe koHueHTpauuii ot 0,5
10 5,0 Mr/M’.

2. XapakTepHCTHKA BellecTBa
2.1. CtpykrypHas ¢popMyna
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| NOC,H;
CN

2.2. Omnupuueckas popmyna Cj3H sNO,.
2.3. Monexynaphas mMacca 217,26.

2.4. PeructpauuoHHslit Homep CAS 718-71-8.
235, Ou3HKo-XMMHYECKHE CBOHCTBA.
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DIDPA - 6OecuBeTHas KUAKOCTb CO CHEUHPHYECKHM 3aMaxoM,
Tm = 160—170 °C npu 20—25 MM pT. cT. PacTBOPUM B 3THIIOBOM CIHpTE
M IpYTHX OpraHWueckux pacTtBopuTensx. HepactBopum B Boze. B Bo3myxe
HaXOAUTCA B BUIE a3pO30JIA.

2.6. TokcHKONOrHYyeckas XapaKTepUCTHKa.

SHD®PA obnanaeT pasapaxalolinM JeHCTBHEM.

OpueHTHPOBOUHBIH Oe3omacHbiit ypoBeHb Bo3dnelictBusa (OBYB) B Bo3-
Ryxe paGoueii 30Hbi 1,0 Mr/M’.

3. IlorpemrHOCTHL H3MEpEeHHH

Mertonmnka o6ecneunBaeT BbIMOTHEHHE H3MEPEHHI C MOTPELIHOCTBIO HE
6onee + 24 % nipu noBepuTeNbHON BeposTHOCTH 0,95,

4. Metoa u3mepennii

H3mepenus maccoBoii koHueHTpauuu DI[DPA OCHOBaHbI Ha HMCIMOJb-
30BaHMH ra3’oBol Xpomatorpadgus ¢ NpMMEHEHHEM IIaMEHHO-HOHH3aLHOH-
HOro JeteKkTopa.

OT160p nNpo6 nMpoBOAMTCS ¢ KOHLUEHTPUPOBAHHEM Ha QHIBTD.

Hmxuuit npemen u3MepeHHs colepxkaHud B XpoMatorpadupyeMoM
obbeme — 0,010 Mmkr.

HimxHui npenen naMepeHus KOHLEHTpaUMH B Bo3ayxe 0,5 mr/m® (npu
ot6ope 100 a’ BO3/1yXa).

Meroauka cneunduyHa B ycaosuax npoussoactsa J1[DPA. Onpene-
NIEHHIO HEe MELIAtOT 3THJIOBLIH CIMPT, YKCYCHas KUCJIOTa.

5. CpeacTBa H3mMepeHuii, BCHOMOrarejibHble YCTPOiCTBa,
MATepHaJibl, PEAKTHBbI, PACTBOPLI

5.1. Cpeocmea usmepenuii, 6cnomozameivHbie yCmpoiicmea, Mamepuasi

Xpomarorpad razoserit Tuna 3100 uau «Xpom-5»
C fI1aMEeHHO-HOHU3ALIMOHHbIM IETEKTOPOM
Xpomarorpaduyeckas Koj0HKa cTalbHasg ANKHOM
3 M M BHYTPEHHHM RHAMETpOM 4 MM

Copb6enrt INopanak Q, ppakuus 0,16—0,20 MM —
HacajJKka xpoMaTorpaduueckoi KOJOHKH

duneTpoaepxaTeNb TV 95.72.05—77
Snektpoacnuparop TY 64-1-862—82
IMocyna mepHas nabopatopHas I'OCT 1770—74E

Tpo6upku ¢ ﬂpHmnH?OBaHHb]MH npobkaMH,

BMECTUMOCTBIO 10 cM I'OCT 25336—82E

84



MVYK4.1.1351—03

Biokcnt >3 FOCT 25336—82E
TMuneTky, BMECTHMOCTHIO 0T 0,2 10 10,0 ™’ TOCT 29227—91
JluHeiika U3MepUTENbHAs IOCT 427—75
CekyHaomep I'OCT 5072—79
®unstper AOA-BII-10 TV 95-743—80

5.2. Peaxmusesi, pacmeopst
OUDDA, conepxaHue OCHOBHOIO BEIlECTBA

He MeHee 97 % CTI1 9286-002-06721498—99
CrupT 3TUIOBBIH, X4 TV 6-09-1710—77
Iaz006pasHbie B 6ajioHax ¢ peAyKTOpaMH:

asor I'OCT 9293—80

BOJOpPOX I'OCT 3022—80

BO31yX I'OCT 1182—74

JonyckaeTcs NpUMEHEHUE HHBIX CPEICTB M3MEPEHHsA, BCIIOMOraTellb-
HBIX YCTPOMCTB, pEakTHBOB U MaTepHaJIoB, O0OECNEYHBAIOIINX MOKa3aTeaH
TOYHOCTH, YCTAHOBJIEHHbIE U1 AaHHOH MBH.

6. TpeGoBanus Ge30NaCHOCTH

6.1. Ilpu pabote ¢ peaktHBamMu cobnoaaroT TpeboBaHus 6€30MacHOCTH,
YCTaHOBNIEHHbIE W1 paboThl C TOKCHYHBIMH, €IKHMM M JETrKOBOCIIaMe-
HaomHMuc BetectBamu o 'OCT 12.1.005—88.

6.2. IIpu npoBedeHUM aHAIM30B FOPIOYMX M BPEAHBIX BellecTB cobiro-
JaloT Mepbi npoTuBonoxkapHoi 6esonacHoctd no 'OCT 12.1.004—76.

6.3. Ilpu BbINONHEHUH U3MEPEHHI C HCIMOJbB30BaHHEM Xpomarorpada
cobnogaloT  mpaBuiia  EKTpoOE30MaCHOCTH B COOTBETCTBHH €
T'OCT 12.1.019—79 u uHCcTpyKUMEH MO IKCITyaTauuu npubopa.

6.4. Ipu paboTe ¢ razamu, HaxoAALHUMHKCA B 6alIOHaX NOA AaBleHHEM
1o 15 MITa (150 krc/cm?), Heo6xomumo cobmonath «IIpaBuia ycTpoicTBa u
6e30MacHoii IKCIUTyaTallWy CTalHOHAPHBIX KOMIPECCOPHBIX YCTAHOBOK, BO3-
OyXONpOBOAOB M rasonpoBoioB mnoA JaBieHuem» I1B6-10-115—96,
I'OCT 12.2.085. 3anpewmaerca OTKpbIBaTh BEHTHAb OalnoHa, HE YCTAaHOBMB
Ha HEM MOHHXKAIOILHi pefyKTOp.

7. TpeGoBanus K KBATHPHKALHHE ONepaTopa

K BeimonHenuio usmepeHuit H o6paboTke pe3ynbTaToB AOMYyCKalOTCA
JIHL@A C BHICIUMM M CPENHHUM CHELMaIbHbIM 00pa3oBaHueM, UMEIOIHE HABLI-
KH paboTbl Ha Fa30BOM XpoMarorpade.
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8. YcnoBus n3mepenni

8.1. [TpurotoBneHue cMeceil H MOArOTOBKY Npo6 K aHaiN3y NMPOBOMAT B
HOPMAJIBHBIX YCJIOBHAX NpH TeMmneparype Bosayxa (20 *5) °C, atmocdep-
HOM zasyieHuu 84—106 kIla 1 BnaxxHOCTH Bo3ayxa He Gonee 80 %.

8.2. U3MepeHua Ha ra3oBOM Xpomarorpade nmpoBOAAT B YCIOBHSAX, pe-
KOMEHIOBAHHbIX TEXHHYECKOH JOKyMeHTauue# k npubopy.

9. IloaroroBka K BbiNOJIHEHHIO H3MEPECHHSA

9.1. Ilpuzomoenenue pacmeopoe

CranpaptHpiii pactBop Nel JDILD®PA rorToBiT BECOBBIM METOIOM.
B3BelunBalOT MEpHYIO KOOy BMECTHMOCTHIO 50 em® ¢ 5—10 cm® aranona,
BHOCAT 1—2 Kanju BellecTBa U CHOBa B3BELIMBAIOT. [0 pa3sHOCTH mokasa-
HHU OMpedeNAloT HaBeCKy BellecTBa. PacTBOp JOBOAAT A0 METKH ITAHONOM,
BBLIMHCIIAIOT COZIEPXKaHHE BelecTsa B 1 cM pacTsopa.

Craunapthslii pactBop Ne 2 KoHueHTpauueit 100 mMxr/cM’ roToear co-
OTBETCTBYIOIUMM pa3baBiieHMEM CTaHAapTHOro pactBopa Ne 1 3TaHosOM.
PacTBOpbl yCTOHUYHBBI B TEUEHHE ABYX HENENb MPH XPAaHEHHH B XOJIOAHbHHKE.

9.2. IToozomoeka npubopa

9.2.1. O6wyo noaroToBKy npuGopa OCYIIECTBAAIOT COIIACHO HHCT-
PYKLHMH MO 3KCIUTyaTaluH.

9.2.2. XpomarorpadH4eckyio KOJOHKY M KOHLEHTPauHOHHYIO TpyOKy
3aMoNHAIOT ¢ MCMOJb30BaHHEM BaKyyMHOro Hacoca rotoBoii Hacaakoi. Ko-
JIOHKH KOHAMLMOHHPYIOT B TOKE a30Ta MyTeM MpOrpesa MpH TeMneparypax
100, 200 1 250 °C B TeueHnune S 4 NpH KaXKOOH TeMmepaType.

9.3. Ycmanoenenue 2padyuposounoit xapaxmepucmuxu

I'panyHpOBOUHYIO XapaKTEPHCTHKY, BbIPA)KAIOILYIO 3aBHCHMOCTh BEJIH-
YHHBI XpPOMATOrpaMieckoro CUruana OT Macchl aHATM3UPYEMOro BElLECTBa
B XpoMmarorpadupyeMoM obbeMe Mpobel, YCTaHaBIMBAIOT MO MeTody abco-
JIOTHOH KalnMGpOBKH C HCMOJIB30BAHHEM CEPHH I'PalyHPOBOYHBLIX PACTBOPOB,
KOTOpBbI€ FOTOBAT COOTBETCTBYIOLIHM pa3baBieHHEM CTaHIAPTHOrO pacTBopa
Ne 2 3THNOBBIM CIIHPTOM cornacHo Tabia. 1. PacTBOpBI XpaHATCA B TeueHHE
JBYX HENeb.

Jlns MOCTPOEHHA rpaayupoBo4Horo rpaguka no |1 MM® KaxIoro pac-
TBOpa BHOCAT C MOMOLIbIO MHKpOWINIpHLa B XpomaTorpad. Yciaosusa xpoma-
TorpadMpoBaHHA rPafyHpOBOYHbIX CMeCeH U aHAJIM3HPYEMBIX Npob:

TeMrneparypa TepMocTaTta koJaoHkH 220 °C;

Temneparypa Hcnaputens 320 °C;

Temmnepatypa aetexkropa 250 °C;
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o6beM BBOAMMOH MPoGHI | MM’;

CKOPOCTh MOTOKA rasa-HocuTens (a3ot) 15 cM>/MuH;
CKOpOCTb MOTOKA Boaopoaa 15 CM>/MUH;

CKOPOCTb MI0TOKA Bo3ayxa 150 cM’/MuH;

Bpems ynepxusanus DLIIDA 2 mun 25 .

Tabnuua 1

PacTBOpbI 119 ycTAHOBJ/IEHHS IPpaayHPOBOYHOI xapakTepucTHkH LI PA

Ne | Crannapthbiif | Otunosslit | KoHuentpaums | CozmepikaHue BellecTBa
cran- | pactBop Ne 2, CIHUPT, BELIECTBA, B Xpomarorpadupyemom
napra oM’ o™’ MKr/cM® o6beme MpoObl, MKP

1 0 20 0 0

2 2 18 10 0,01

3 3 17 15 0,015

4 4 16 20 0,02

5 8 12 40 0,04

6 12 8 60 0,06

7 20 0 100 0,1

Ha nony4eHHo# XpoMaTorpaMmme U3MepstOT BbICOThI TMKOB C MOMOLUbIO
JIMHEHKH [IPH aHaNM3e LIEeCTH cMeceii pa3HbIX KOHLEHTpauuil U XOJIOCTOH
npoObl, MPOBOAA HE MEHEe MATH Mapa/iesbHbIX ONpEAENCHUH 1A KaXaoro
pacTBopa, H CTPOAT rpaiyHpOBO4HYIO KPHBYIO 3aBHCHMMOCTH BBICOTHI MHKa
(MM) oT KoHYecTBa KOMMoHeHTa B npobe (Mkr). IIpoBepky rpaxyHpoBOYHO-
ro rpaduka NpoBOJAAT MPH H3MEHEHHH YCJIOBHI aHalIH3a, HO He pexe 1 pasa
B MecHLl.

9.4. Ombop npobsi 6030yxa

Bo3myx ¢ ofweMHbiM pacxomom 10 M’ /MuH acnUpHpYIOT 4epes
dunsTp. ins usmepenus 2 OBYB noctarouno otobpars 100 aM° Bo3ayxa.
IIpo6bl MOXKHO XPaHUTH B TEYEHHE TPEX CYTOK B XOJIOAUIbHUKE.

10. BoinoiHeHHE H3MePEeHUSA

®unbtp ¢ oTobpaHHoit npoboit nomemalot B GIOKC W NPUAUBAIOT NH-
neTkoi 5 cM 3THIOBOro cnupTa. [lepHoaHUECKH BCTPAXHBa, BbLAEPKHBAIOT
PacTBOP B TEYEHHE 5 MHMH M CINHBAIOT €10 B npoOupky. Crenenb AecopOuuu ¢
¢unbtpa 97 %. XpomarorpadupoBaHue pacTBopa npoObl NPOBOAAT B TeX XKe
YCAOBHAX, YTO U XpoMartorpadgupoBanue rpaayupoBouHsix pacteopos. Ko-
JIMYeCTBEHHOE Ornpe/ie/ieHHe COAepKaHHs aHATU3HPYEMOro BELIECTBa B pac-
TBOpe MPOBOMAT NO MNPEeABAPUTENLHO TMOCTPOSHHOMY TIpanydpOBOYHOMY

rpaduky.
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11. Pacuer KOHIEHTPALHH

KOHUEHTpaUMIO aHANH3MPyeMOro BeulecTsa B Bosayxe (C, Mr/M’) Bbi-
YUCAAIOT MO popmyIe:

a-e
c= , Tae
6V
a — coaepXaHHe BELIECTBa B aHaMM3upyeMoMm obveMe npoOsl, HalaeH-
HOE 110 rpafyMpOBOYHOMY FpadHKy, MKT;
6 — 06%beM npobbi, B3ATHIH 11 XpOMATOrpadMpOBaHHS, cM’;
6 — 06lui 06bem pacTBopa NpobGwl, oM’;

V — 06beM BO3Ayxa, 0TOOpaHHOro NUisi aHaiM3a ¥ IPHBECHHOTO K CTaH-
JAApTHBIM YCTIOBHAM, M~ (CM. Mpuiaox. 1).

12. Oopmitenne pe3yabTaTOB AaHAIA3A

PesynbTaT KONMHYECTBEHHOro aHanu3a npeactaBnsAloT B Buae (C +A)
Mr/M>, P = 0,95, rae A — XapaKkTepHCTHKa norpemHsocty, A = 0,16C + 0,04.

13. KoHTpO/IL mOrpeliHocTd METOXHKH

3HayeHUA NOMYUEHHBIX METPONOTMYECKHX XapaKTEPHCTHK MOTpeLIHO-
CTH, HOpMAaTHBa ONEPATHBHOTO KOHTPOJA TOYHOCTH H HOPMAaTHBa ONEPATHB-
HOrO KOHTPOJs BOCTIPOM3BOAMMOCTH IpHBeAeHbI B Ta0N. 2 B BUJIE 3aBHCHMO-
CTH OT 3HaYeHHH MAcCOBOMN KOHUEHTpAUMH aHAIH3UPYEMOro KOMIIOHEHTa B
npo6e C.

Tabnuya 2
Pe3yabTaThl METPOAOrHYecKOi aTTECTAHH METOXHKH
KOJHYECTBEHHOT0 XHMHYECKOro AHATH3A
JIuanasoH HanmeHOBaHUE METPOJIOTHYECKOH XapaKTePUCTHKH
ONPEACIAEMBIX | yapakTepHCTHKA | HOPMATHB OTIEPAaTHB- | HOPMaTHB OMEPATHBHOTO
KOHUCHTPAUHH | [10rpeniHOCTH, |HOTO KOHTPONA TQUHO-| KOHTPOIIS BOCTIPOH3BO-
3U~3¢3"\’ A, mr/M® e, K, Mr/m> JHMMOCTH, D, Mr/M
MI/M (P=095) P=090,m=2) (P=095m=2)
Or0,5105 0,16 ¢ + 0,04 0,15 C +0,06 0,13 C+0,09

13.1. Onepamuensiii Kormpons eocnpou3eooumocmu

OneparuBHbIA KOHTPOJIb BOCIIPON3BOAMMOCTH BHINOJIHAKOT B OHOM ce-
puM € aHanu3oM pabouux npod. OT6upaloT peansHble npo6Gei Boszayxa paGo-
Yeil 30HBl M3 OHOTO TPAAMLIMOHHOrO Mecta ot0opa aByMs Npo6ooTGOpHU-
KaMH OZIHOBPEMEHHO. AHANM3HPYIOT B COOTBETCTBHH C NPONHCHIO METOJUKH
pa3HbIMHM @HAIMTHKAMH, MAaKCHMAbHO BapbUpYA YCJIOBHS NpPOBENEHUS aHa-
JM3a: NapTHH PEaKkTHBOB, HabOpa MepHOM NOCYAbl U T. A., H MOAY4alOT ABa
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pesynbtata C, u C, aHaIM30B. Pe3ynbTaThl aHaNHW30B HE AO/KHBI OTIHYATBCA
Ipyr OT Apyra Ha BEIH4MHY 60JbllyIO, YeM HOPMATHB OMEpPaTHBHOrO KOH-
TPOJIA BOCMIPOU3BOJAUMOCTH D:
| ¢ -G ' <D

IIpy NpeBBIIEHHH PACXOKACHHA MEXKAY ABYMS PE3yNbTaTaMH HOpMa-
THBa ONEPAaTHBHOTO KOHTPOJA BOCMPOM3BOAHMOCTH IKCMEPHMEHT MOBTOPA-
10T. [Ipy MOBTOPHOM MpPEBBILIEHHH YKa3aHHOrO HOPMAaTHUBa BBIACHAIOT MpPH-
YHHBI, HPHBOALIME K HEYIOBJIETBOPUTEIILHBIM PE3YJIbTaTaM, H YCTPaHAIOT UX.

BHyTpenHuit OnepaTUBHBIA KOHTPOIL BOCMPOHU3BOAHMOCTH NPOBOIAT
He pexe, 4eM 1 pa3 B Helemo.

13.2. Onepamuenbsiii konmpoas mounocmu

OnepatHBHBIH KOHTPOJIb TOYHOCTH BBINMOJHSAIOT B OAHOH CEpHHU C aHa-
au3oM pabouux npoS. Otéupatot peanbHbie NpoOsl Bo3ayxa paGoueil 30HbI
H3 OJJHOrO TPaAHLIMOHHOro Mecta oT6opa ABYMA NMpo6OOTGOPHHKAMH OJHO-
BpEMEHHO. 3aTeM K OAHOH mpobe, oTo6paHHOH Ha GunbTp, AenaloT J06aBKy
aHaJIM3MPYEMOro KOMINOHEHTA U3 pacTBOpa, HAHOCA ero Ha GunsTp. Bennuu-
Ha 106aBkH 8C HOMKHA COOTBETCTBOBATH YBENTHYEHHIO CONEPKAHUA KOMIIO-
HeHTa B npo6Ge Ha 50—150 %. Pe3ynbratel ananusa C, 6e3 no6asku u C, C
n06aBKO# MOMYYalOT M0 BO3MOXHOCTH B OJMHAKOBBIX YCJOBHMAX: OXHHM
aHATMTHKOM, C OJHOM MapTHe# peakTHBOB, C OAHUM HabOPOM MOCYIBI H T. A.
Bennuuna C, He JOKHA BRIXOJHTb 32 BEPXHIOW IPaHHUILy AWara3oHa H3Me-
peHus.

IMorpemHocTk npoueaypsl 0T60pa Npo6 KOHTPONIHUPYIOT MyTeM MOBEPKH
ucrnons3yeMeix npo6ooTbopHHkoB. PacyeT HOpMaTHBa ONEpaTMBHOrO KOHT-
pons norpelHocTd K NpoBOAAT MO XapaKTEPHCTHKE MOTPELIHOCTH METOANKH
3a BBIYETOM XapaKTEPHUCTHKH MOrpemHocTH npobootbopHuka. Pewmenue 06
YAOBNETBOPHTENBHOH MOrPEIIHOCTH IPUHUMAIOT NPH BHIMONHEHUH YCIOBUA:

|C,—C,-8C|<K

14. HopMmbl 3aTpaT BpeMeHH HA AaHAJIH3
JLns npoBeeHHA cepuH aHaNHU30B U3 6 npo6 Tpebyertcs 4 u.

Meroanyeckn ykasaHus paspaboraHbl POCCHHCKMM rocynapCTBEHHBIM
MEAHLMHCKHM YHHBEPCHTETOM (J1a6OpaToOpus TOKCHKOJNIOTHM M 3KOJNOTHM,
I'yrna E. B.).
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