MVYK 4.1.1343—03

YTBEPXIAIO
I'naBHBI rocy napcTBeHHbIH CAaHUTApHBIH
Bpau Poccuiickoit denepaumn,
IlepBriit 3amecTuTeN MUHKCTPa
3paBooxpaHeHns Poccuickoii denepaumn

I'. I'. OHumenxo
16 mas 2003 r.
JlaTa BBEICHUA: C MOMEHTA YTBEPXKACHHUS

4.1. METObI KOHTPOJIA. XUMHYECKHE ®AKTOPBI

H3mepenne maccoBbIX KOHUeHTpauuii 1,4-qauruapo-6,8-
audTop-7-(3-meTnanunepa3un-1-ui)-4-oxco-1-
3THJIXHHOJIHH-3-Kap0oHOBOii KHCJIOTHI THAPOXJIOpHAA
(1omMedaoKkcanHHa THAPOXJIOPHA) B Bo3AyXe paboyeii 30HbI
METOI0M BbICOK03( ek THBHOI :KHAKOCTHO# XpomaTorpaduu

MeTtoanyeckne yKa3saHHus
MYK 4.1.1343—03

1. O6aacTh NnpEMeneHHs

Hacrosiune Meronnyeckie yKa3anusi yCTaHaBJIMBAIOT METOA KOJMYECT-
BEHHOTo XpoMatorpadHieckoro aHanusa Bo3ayxa paGoueit 30HbI Ha comep-
xaHue 1,4-auruapo-6,8-audrop-7-(3-metunnunepasuu-1-un)-4-okco-1-3Tun-
XMHO/HMH-3-KapOOHOBO#H KUCNOTbl TMAPOXJIOPHA (oMedaoKcauruHa rHApo-
XI0pHAa) B AMana3oHe KoHueHTpalmii ot 0,05 10 1,00 Mr/n’.

2. XapaKkTepHCTHKA BelecTBa

2.1. CrpykrypHas popmyana.
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2.2. Dmnupuueckas dopmyna Cy7HCIF,N;0;.
2.3. MonekynspHas macca 387,8.
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2.4. Peructpaunonnsit Homep CAS 98079-52-8.

2.5. OuU3MKO-XHMHYECKHE CBOWCTBA.

JlomednokcaunHa ruAPOXIOPHA — KPHCTANLIHYECKkuii nopowok 6enoro
useta, T, 323 °C. Xopowo pacTBOPHUM B BOJIE, paCTBOPHM B OpPraHHYECKHX
pacTBOpUTENAX.

ArperaTHoe COCTOSHHE B BO3AYX€E — a3p030Jib.

2.6. TokcHKONIOTHYECKas XapAKTEPUCTHKA.

Jlomednokcaunna ruapoxjopua obnazaet obLIETOKCHYECKUM NeHCT-
BHEM.

OpuHeHTUpOBOUHLIH Oe30macHbl ypOBEHb BO3AEHCTBHA B BO3LyXe pa-
Boueii 30HbI — 0,1 Mr/M’.

3. ITorpemIHOCTH H3MEPEHHH

Meroauka obecriednBaeT BbINOJHEHHE M3MEPEHHH MAcCOBBIX KOHLEH=
Tpauuit noMednokcalyHa ¢ norpelHocTeio He Gonee * 20 % npu noBepu-
TenbHOM BeposTHOCTH 0,95,

4. Meron usmepeHnii

H3MepeHus MaccoBOi KOHLEHTpPaLUHH JoMedokcalnHa rMIpOXIopHIa
OCHOBAHBbl Ha HMCMOJb30BaHHH BBICOKOI(PGEKTHBHOMN XKUAKOCTHON XpoMaro-
rpaguu ¢ NPUMEHEHHEM CIEKTPOPOTOMETPUUECKOrO AETEKTOPA.

OT160p npo6 NPoBoaAUTCSA C KOHLUEHTPHPOBaHHEM Ha QUIBTP.

HuwxHuit npenen u3MepeHus coaepkaHus JiomedoKcaunHa rHAPOXo-
puna B xpomatorpadupyemom o6neMe pactsopa 0,010 Mxr.

Hwxuuit npenen u3MepeHus KOHLEHTpPaLUHMH JioMediokcalMHa ruapo-
xnopuaa B so3ayxe 0,05 mr/m’ (npu ot6ope 200 1M’ Bo3myxa).

Onpenenennio He MEWAlOT BEWIECTBA, CONMYTCTBYIOWME NPONU3BOLCTBY
(uennono3a MUKPOKPHCTAIIHYECKAsA, THTaHA AHOKCHA, MOJMBHHUIMHPPO-
JMAOH HU3KOMOJNEKY/APHBIA, MarHHH CTE€apHHOBO-KHCIbIH, OKCHUIPOMMI-
LeJLII0N03a).

5. CpeacrBa n3mepennii, BCioMorarte/bHble YCTPOiiCTBa,
MaTepHaJibl, pEaKTHBbI, PACTBOPbI

5.1. Cpeocmea usmepenuii, 6cnomozamensrsie ycmpoiicmea, Mamepuansl

Xpomarorpad »HAKOCTHbIH MUKPOKOJIOHOUHBIH

«Munuxpom» MM Apyro¥ noao6HOro TMNa co
CNeKTPOPOTOMETPHUECKUM AETEKTOPOM

Xpomarorpaduueckas KOJOHKa CTANbHas

KAX-44-3, 50 x 2 MM, 3anonHeHHas copbeHTOM

Cenapon C18, ppakuus 5 MkM

AcrnupauHoHHoe YCTpoHCTBO Moaesb 822 TV 64-1-862—82
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dunbTponepxarTenb TY 95.72.05—77
Bechl aHanuTHUECKHE FOCT 24104—88E
YcTpoicTBO Ans GUAbTPaLMH KHAKOCTEH,

HI1® «broxpom»

IMocyna mepHas nabopatopHas I'OCT 1770—74E
IMunerku, BMecTUMocThbio oT 0,2 10 10 oM’ 'OCT 29227—91
dunbtpel AQA-BII-10 TV 95-743—80
®uabtpel HVLP, dbupmbl «Munnunop»

Brokebt >3 rOCT 25336—82E

5.2, Peaxmuest, pacmeopsi

JlomenokcaluHa ruAPOXNOPHI, COAEPKAHUE
OCHOBHOTO BellecTBa He MeHee 99 %,
Ne perucrpauuu 002583 ot 30.07.92

ALETOHHTPHN IS KMAKOCTHOM XpoMaTorpathuu TY-6-09-14-2167—84
Kanuii nuruapodocdar, x4, 0,02 M pactsop rOCT 4198—75
OptodochopHas KucnoTa, X4 'OCT 6552—58
Bona auctunnupoanHas r'OCT 6709—72

JonyckaeTcs NpHMEHEHHE HHBIX CPEINCTB H3MEPEHHs, BCIOMOTATElNb-
HBIX YCTPOMCTB, PEakTHBOB W MaTepHasioB, o6ecreunBalOLIMX MOKa3aTenu
TOYHOCTH, YCTaHOBJIEHHbIE 1 naHHoi MBHU.

6. TpeGoBanns GezonacHocTH

6.1. TIpu pabote ¢ peakTuBamu cobmonaioT TpeGoBatus Ge3onacHoCTH,
YCTaHOBNIEHHblE A paboThl C TOKCHYHBIMH, €HKMMH H JIETKOBOCILJIaMe-
HAowHMuca Betectsamu o F'OCT 12.1.005—88.

6.2. TIpy NpoBeNEHNH aHAIM30R OPIOYHX M BPeAHbIX BEIWECTB COOMIO-
JaloT Mepbl NIPOTHBHIIOKAPHOI 6e3onacHocTi o I'OCT 12.1.004—76.

6.3. Tlpy BBHINONHEHWH W3MEPEHHH C HCMOJb30BaHMEM XpomaTorpada
cobGMoaaT  npaBHiaa  3NeKTPoOE3OMacHOCTH B COOTBETCTBMM €
TFOCT 12.1.019—79 ¥ uHCTpYKUMH N0 3KCILTyaTaluy npubopa.

7. TpeGoBanus K KBATHPHKANNK onepaTopa

K BeINOAHEHHIO n3Mepenuit 1 06paboTke pe3ynbTaToB NOMYCKAIOT JIMLL
C BBICIUMM U CPEJHUM CHELHaIbHBEIM 00pPa3oBaHHEeM, UMEIOIIMX HABLIKH pa-
60T Ha )XUAKOCTHOM XpomaTorpade.

8. YcnoBuas u3mepenuii

8.1. [puroToBneHHe pacTBOPOB H MOATOTOBKY Npo6 K aHaNu3y MpOBO-
BAT B HOQMANbHBIX YCIOBHAX MpH Temmeparype Boszayxa (20 * 5) °C, atmo-
ceprom nasnennu 84—106 klla u BraxxHOCTH BO3yxa He Gonee 80 %.
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8.2. 3mepenus Ha )HAKOCTHOM XpomaTorpade NpoBomAT B ycloBUAX,
PEKOMEHAOBaHHbIX TEXHHYECKOH HOKYMEHTalHEH K npubopy.

9. IToaroroBKa K BHINOJIHEHHIO U3MEPEHHS

9.1. ITpuzomoenenue pacmeopog

9.1.1. Crannaprsblii pactBop Ne 1 nomednokcaunHa ruapoxnopuna B
pacTBOpe 3M0eHTa KoHueHnTpauuei 400 MKr/cM’ TOTOBHTCH pacTBopeHueM
20 Mr BelecTBa B MEPHO# Kk0/16e BMecTUMOCTBIO SO cM’. CTanaapTHeii pac-
TBOp Ne 2 nouedmoxcauuﬂa THAPOXJIOpHAA B PaCTBOPE 3/IIOEHTA KOHUEHTpa-
umelt 40 Mxr/cM’ roToBHTCH pa3baBieHneM CTaHmapTHOTo pacteopa Ne 1.
PacTBopbl YCTOHYMBbI B TeUEHHE MECALIA PH XPAHEHUH B XOJIOANNLHHKE.

9 1.2. PacTBOp 3/I0EHTa FOTOBAT CMEIIMBAHHEM B MEPHOM LMJIMHIpE
50 cM® 0,02 M pactBopa auruapodocdara kanus, KOTopslli rOTOBAT PacTBoO-
penvem 1,36 ykazaHwoi comt B 500 cm OUCTUIIMPOBAHHONH BOAB, H
50 cm” aueronntpuna. Pactop nosomar ao pH 6 oprodocdopHoit kucioroii.
HenocpencTBeHHo nepen H3MepeHHEM pacTBOp (HUABTPYIOT € NOMOUIBIO
ycTpo#icTea Ui GUIBTpaUMH U GUIBTPOB « MHILTMIOP» M AEra3upyloT noa
BaKyyMOM.

9.2. llodzomoeka npubopa

OO6myto noaroToBky npuéopa OCyUECTBAAIOT COMIACHO HHCTPYKUMH
0 IKCIIyaTaLHH.

9.3. Yemanoenenue zpadyuposounoii xapaxmepucmuxu

I'panyHpoBOYHYIO XapaKTePHUCTHKY, BHIPAXAIOLIYIO 3aBUCHMOCTD By~
4HHBI XpOMATOrpaduyecKoro CUrHaia OT MacChbl aHATM3UPYEMOro BEILleCTBA
B XpomarorpagpupyeMom obneme Npobbl, ycTaHaBAMBaIOT MO MeTody abco-
JHOTHOM KaTMGPOBKH € HCIIOJIb30BAHHEM CEPUH IPafyHPOBOYHBIX PacTBOPOB,
KOTOpbIE rOTOBAT pa3laBieHHEM CTaHAapTHOro pactBopa Ne2 corsacho
1abn. 1. PacTBOpPHI YCTOHYHBL! B TEUEHHE ABYX HENENb NPU XPAHEHHH B XO-
JIOMUNBHUKE.

VYcnosus xpoMaTorpadHpoBaHHs rpafyHpPOBOYHBIX CMeced U aHanM3u-
pyeMBIX Npob:

cocras 3moenta: 0,02 M KH,PO, —aueronutpun, 1 : 1, pH 6;

CKOpOCTB MOTOKa moeHTa: 100 MM /MHH;

06beM BBOAMMOI# IPOGHE: 5 MM,

JUTHHA BOJIHBI CIEKTPO(OTOMETPHUECKOTrO AeTeKTOpa: 286 HM;

BpeMs yIepXKHUBaHUA ToMedIIOKCaLMHA THAPOXIopUAa: 3 MHUH.

PacTtBopbl NoMewaoT B npob00T6OpHOE YCTPOHCTBO XpoMartorpada.

Ha nonydeHHo# XpoMaTtorpaMmme H3MepsiOT IIOWANH NHKOB C NOMO-
IbI0 MHTerpaTopa xpoMarorpada (B yCNOBHBIX €QMHMUAxX) MpH aHanu3e
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LIECTH PacTBOPOB pa3HbIX KOHLIEHTpaLwi W X0JOCTOH npo6kl, MpoBOAs He
MeHee NMATH NMapaienbHbiX ONpeNeNeHnH And KaXAoro pacTBopa, H CTPOAT
rpaayupOBOYHYIO KPHBYIO 3aBUCHMOCTH TUIOLIANM NHKA OT KOJHYECTBA KOM-
TMIOHEHTA B npobe (MKT).
Tabnuua 1
PacTBopbl 4151 yCTAHOBJICHHS TPalyHPOBOYHON XapAKTEPHCTHKH
MPpH onipeaeieHHH nomeqmoxcauuna rHapoxJiopuaa

Ne CranpnaptHslit pac- | Pactop |Konuentpauus| ComepxaHue BemecTa
CTaH- | TBOD JOME(QIIOKCALIM- | JNOEHT], | BEIECTBA, | B XpOMaTorpapupyeMom
napra na Ne 2, oM’ cM MKr/cm® obbeMe npobsl, MKT

1 0 20,0 0 0

2 1,0 19,0 2 0,01
3 2,0 18,0 4 0,02
4 35 16,5 7 0,035
5 5,0 15,0 10 0,05
6 10 10,0 20 0,1
7 20 0 40 0,2

IpoBepky rpaayHpoBOYHOro rpadHka NMPOBOAAT MPH H3IMEHEHHH YCJIO-
BHI aHa/lu3a, HO He pexe | pasa B MecALl.

9.4. Ombop npobsl 6030yxa
Bo3znyx c o6vemMHBIM pacxoaom 20 M /MuH acIUpHUpYIOT Yepe3 GUIbTp
A®A BII-10. Jna u3mepenus 2 OBYB nomednokcaunHa ruapoxjiopuaa
JOCTaro4HO 0To6path 200 aM° Bo3myXa. [Tpo6bl MOXHO XPaHHTH B TeHeHHe
TpeX CYTOK.

10. BoinoiHenne niMepeHust

Quiabtp ¢ oTobpaHHOH npo6oil nMoMelaoT B GIOKC H MpPHIHBAIOT MH-
neTKo# 5 cM’ pacTBopa 3MmoenTa. [lepHoIHyeckH BCTPAXHBaA, BBIICPKHBAIOT
pacTBOp B Te4eHHe 5 MMH H CIIMBAIOT ero B MpoOupky. CTeneHb 3KCTPaKUMK
¢ dunbTpa 92 %. Xpomatorpaduposanne pactBopa npoObl MPOBOAT B TeX
ke YCIOBHSAX, YTO U XpomaTtorpadhupoBaHHEe I'palyHMPOBOYHBIX PacTBOPOB.
KonuuecTBeHHOE onpeneneHHe CONepkaHHs aHATH3UPYEMOro BelIecTBa B
pacTBope MpOBOIAT MO MMPEABAPHTENBHO MOCTPOEHHOMY IPaXyHPOBOYHOMY
rpaduky.

11. Pacyer KOHIEHTPALHH

KoHuenTpauuio nomedrokcaunna ruapoxinopuaa (C, Mr/m’) B Boaayxe
BBIYHCIIAIOT O popMyie:
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c=2% rne
6V’

a — colepxaHue BellecTBa B aHATH3HPyeMoM obbeMe Npobsl, HaiineH-
HOE 110 [pa1yHPOBOYHOMY rpaduky, MKT;

6 — o6bem npoOsl, B3ATHIH i1 XpoMaTorpagupoBaHHs, oM’

6 — 061uHit 06BeM pacTBopa npobsl, oM’

V — o6bem BO31yXa, 0T0o6paHHOro 1715 aHAJIU3a ¥ NMPUBEJEHHOrO K CTaH-
JNAPTHBIM YCIOBHUAM, M~ (CM. MPUIIOK. 1).

12. Odopmiienne pe3yabTATOB aHAIH3A

Pe3ynpTaT  KOJMYECTBEHHOrO aHanHM3a [MPeACTaBJAAIOT B  BHOE
(C £ A) Mr/m®, P=0,95, rne A — xapaktepucTika norpewHoct, A = 0,18C +
0,001.

13. KOHTpOJIb NOrPemHOCTH METOAHKH

3HaueHHA XapakTEPHCTHKH HAOTPEIIHOCTH, HOpMAaTHBa ONEPATHBHOTO
KOHTPOJIA MOTrPELIHOCTH H HOPMaTKHBA ONEPATHBHOIO KOHTPOJIA BOCIPOH3BO-
AMMOCTH NpUBENEHLI B Tabn. 2 B BHIE 3aBUCHMOCTH OT 3HAYEHHA MacCOBOMH
KOHLIEHTPALINM aHaIU3UpyeMoro koMroHeHTa B npo6e C.

Tabnuua 2
Pe3yabTaThl METPOJIOrHYECKOH ATTeCTAUMN METOAHKH
KOJJHYeCTBEHHOT0 XHMHYECKOr0 aHaIn3a
Hduanazon HaumeHnoBaHHE METPOIOrMHECKOH XapaKTepUCTHKH

OnpeaenseMbix

KOHLeHTpaunii | XAPAKTEPHCTHKA| HOPMATHB ONEPATHB- | HOPMATHB ONeEPaTHB-
nomedokcatuta | OTPELIHOCTH, HOFO KOHTPOJIS | HOFO KOHTPOILS BOCMPO:

IUAPOXJIOpUAE, A, MI/M TOYHOCTH, K. MI/M” | U3BOAUMOCTH, D, MI/M

b (P=095) | (P=090,m=2) (P=0,95,m=2)
Or 0,05 no 1,00 | 0,18C + 0,001 0,17C + 0,001 0,12C + 0,002

13.1. Onepamuegnviii KOHMPOAbL GOCHPOU3EOOUMOCMU

OnepartuBHbIH KOHTPONb BOCTIPOU3BOJMMOCTHU BBITIONHAIOT B OJHOI Ce-
puH ¢ aHanu3om pabouux npo6. OtéupatoT peanbHbie npobsl Bo3ayxa pabo-
yei 30HbI M3 OXHOTO TPAAMLMOHHOrO Mecra oTbopa nByMa NMpo60oTOOPHH-
KaMH OHOBPEMEHHO. AHaNH3UPYIOT B COOTBETCTBHH C MPOMNUCHIO METOIMKH
Pa3HbIMU QHAIMTHKAMH, MaKCUMaTbHO BapbuUpys yCNOBHS MPOBENEHUs aHa-
AW3a; MaPTHH PEAKTHBOB, HAGOPbI MEPHOH MOCYIBl U T. A., U MOJYYAIOT 1BA
pesynstata C, u C, aHanu30B. Pe3y/ibTaThl aHANW3a HEe JOMKHbBI OTIHYATHCA
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IpYr OT Apyra Ha BeAW4HHy GOnbllyl0, Y4eM HOpPMAaTHB OMEPaTHBHOrO KOH-
TPOJIS BOCIPOH3BOAHMOCTH D:
[ Cl - Cz I <D

Ipu ApeBbIIIEHHH PACXOKAEHUS MEXIY ABYMS Pe3yNbTaTaMH HOpMa-
THBA OMEPaTHBHONO KOHTPOJI BOCMPOM3BOAMMOCTH 3KCIIEPUMEHT TMOBTOPA-
1oT. [IpH MOBTOPHOM NpPEBBIIEHHH YKa3aHHOrO HOPMAaTHUBa BBHIACHAIOT NpH-
YHHBI, IPUBOJIALIME K HEYIOBJIETBOPHTE/ILHBIM PE3YIbTaTaM, ¥ YCTPAHAIOT UX.

BHyTpeHHHUH onepaTHBHBIA KOHTPO/Jb BOCIIPOM3BOAMMOCTH MPOBOIAT
He pexe, yeM | pa3 B Heleo.

13.2. Onepamuensiii KOHmMpoL Mmounocmu

OnepaTuBHBIH KOHTPOJIb TOYHOCTH BBLIMOJIHAIOT B OAHOM CEpHHU C aHa-
m3oM pabounx npo6. OtéuparoT peanbHble npobsl Bo3ayxa paGouei 30HbI
U3 OJIHOrO TPaAMiUMOHHOro MecTta 0Tbopa ABYMsA npo6ooTGOpHHKAMHU OHO-
BpeMeHHO. 3aTeM k onHo#t npobe, oTobpanHOH Ha PUALTP, AenaoT nobasKy
aHanu3upyemMoro koMmnoHeHTa 0C M3 pacTBOpa, HaHOCs ero Ha QHIbTp. Pe-
3yabTaThl aHanusa C, 6e3 nob6aBku U C, ¢ 106aBKOH NOMyYaOT MO BO3MOK-
HOCTH B OIMHAKOBBIX YCIIOBUAX: OAHMM aHAMTHKOM, C OXHOHW mapTuei pe-
aKTHBOB, OOHHUM HaboOpoM nocyawl W T. A. Benuunna nobaeku 6C moikHa
coorBeTcTBOBaTh 50—150 % oT conepxaHus KOMNoHeHTa B npobe, a Besu-
4yuHa C, He NOJPKHA BHIXOJKTD 32 BEPXHIOIO rPaHHLy AHANa30Ha U3MEepEeHHs.

IMorpewHocTh Npouenypsbl 0TOOpa NPo6 KOHTPOJIHPYIOT MYTEM NOBEPKH
HCIMO/b3yeMbIX Mpo60oT6OpHHKOB. PacyeT HOpMaTHBa ONMEPAaTHBHOIO KOH-
TPOJs NorpeitHocTH K NpoBOAAT MO XapaKTepHCTUKE NOTPEIHOCTH METOIHU-
KH 32 BbIYETOM XapaKTepUCTHKH NMOrpeHOCTH npobooTbopHuKa. Pelnenue 06
YAOBJIETBOPHTEBHOM MOrPELIHOCTH NPUHUMAIOT NPH BbIMIOJHEHHH YCIOBHS:

|C,-C,-8C|<K

14. Hopmbi 3aTpaT BpeMEeHH HA aHAJIH3
Jlas npoBeeHUs CepUM aHalHM30B M3 6 npob NMpu MocieaoBaTeNbHOM
otGope npob Bozayxa Tpebyetca 4 4.

Mertoauyeckue yka3anus pa3pabotanbl PoccHiiCKMM rocy1apCTBEHHbIM
MEeIMUMHCKMM YHHBEPCUTETOM, nabopaTopuell TOKCHKONOTHH M 3KOJOTMH
(T'yrna E. B.).
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