MYK 4.1.1347—03

YTBEPX/IAIO

[ naBHBIN roCy1apCTBEHHbIH CAHUTAPHbIH
Bpa4 Poccuiickoin deaepaLuu,

[TepBblit 3amecTuTeb MHUHUCTpA
3paBooXpaHeHus Poccuiickon denepalumu

[.]. OHulIeHKO
16 maa 2003 r.

JlaTa BBEIEHUA: C MOMEHTA YTBEPKACHHUA

4.1. METOIbI KOHTPOJIS1I. XUMHUYECKHUE OAKTOPDI

HN3mepenne MaccoBbIX KOHIIEHTpanuii (2-kapdoxkcu-3,4-
AUMETOKCHPEHHI)METHICHr HApa3HI-4-
NUPUHAMHKAPOOHOBOH KHCJI0THI COJH AMITHIAMMOHHA
MOHOI'HAPATA (CAJI03HAA) B BO3AyXe pado4eH 30HbI METOAOM
BbLICOK0YD P eKTHBHOH XKHAKOCTHON XpoMaTorpaduu

MeToauuyecKHe YKAZAHHUS
MYK 4.1.1347—03

1. Ob6aacTy NnpUMeHEeHH

Hacrosuue MeToaH4EeCKHE YKa3aHUA YCTaHABJIMBAIOT KOJMYECTBEHHDbIH
XpoMaTtorpadpuyeCKui aHanu3 Bo3ayxa paboued 30HBI HAa COOEPKAHHE
(2-xapbokcu-3,4-1uMeToKCH EHUN)METHIIEHT M APA3H 1-4-TTUPU AU HKApOOHOBOM
KUCJIOTBI COJIM AUITHIAMMOHHUSA MOHOruapara (caiaro3nia) B Hana3ode KOoH-
uedTpauuu ot 1 no 20 Mr/M.

2. XapakTepHCTHKA BelllecTBA
2.1. CtpyktypHasa popMyna

O
C/
N\NH— N —CH OCH,
Z
| C OCH,
\N / \\
O  OH - NH(C,Hs), - H,0

2.2. Omnupuueckas popmyna CooHagN4Osg.
2.3. MonexynsapHas macca 420,5.
2.4. PeructpaunoHHbiii HoMep CAS — OTCYTCTBYET.
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2.5. DU3MKO-XMMHUYECKHUE CBONCTBA.

Canro3ul — KpUCTANTMYECKHH MOPOLUOK KEITO-3ej1eHOrO LBETA. Majio-
pacTBOpHUM B BOIAEC, HCpACTBOPHUM B 3(1)“[)6, PaCTBOPyM B LileI04aX U HEopra-
HHYECKHX KHCJIOTaX, TEMMeparypa BOCIIaMEHEHhg 89,6 °C. ArperatHoe
COCTOSIHHE B BO3JYyX€ — a3p030.ib.

2.6. TOKCHKOJIOrH4Y€eCcKas xapaKTepUCTHKaA.

Cano3ua odbnagaeT OOLIETOKCUYECKHUM JAEHCTBYeM.

[IpeaenbHO nonmycTHMas KOHUEHTpAUMA B BQ3gyxe paboueil 30HBI —
2 Mr/m”. Kinacc onacHOCTH — TPETHH.

3. IllorpemiHocTs H3MEPEHy i

MeTtoauka obecnieynBaeT BbIOJHEHHE U3MEPEHYUIT C MOrPeIHOCTBIO HE
Gonee = 21 % npu noBeputeabHOM BeposTHOCTH 0,95

4. MeToa n3mMepenui

H3MmepeHHd MacCOBOH KOHLEHTpaUMUHU CaMO3U]g ocHOBAHbl HA UCTIOJIb-
30BaHUH BBICOKOI((PEKTUBHON >KUAKOCTHOH XpoMatorpaduu ¢ NMPUMEHEHH-
€M CNEKTPOPOTOMETPHUECKOTO ACTEKTOPA.

OTO0p Mpob NpOBOAMTCH ¢ KOHUEHTPUPOBAHHEM Ha GUILTP.

HuxHu [Mpecacji HIMCPCHHUA COJACPXAHHA CAlllp3ung B xpomaTgrpa(‘pHﬁ
pyemMoMm 00beMe pactBopa — 0,020 Mxkr.

HH}I{HHH npeaen H3mepeuml KOHLIEHTPAUHH camio3uaa B BO3AyXE —
1 Mr/m’ (npu ot6ope 100 o’ BO3/1yXa).

OnpeﬂeHEHH}O HC MCIIAKOT BCUICCTBA, CQHyTCTBy]{)m”e IIPOU3BOACTBY
CaJID3xM A (KanMaﬂ, HCUTIOJI03da MUKPOKPDHCTAUIHyeckas, TUTAHA OKCHUA,
MOJTHBUHUITUPPONHI0OH HUZKOMOJIEKYIAPHBIN).

5. Cpem:TBa Hzmepeﬂnﬁ, BCIIOMOrarTeJ/ibjLje YCTPOﬁCTBa,
MATCPHAJIbI, PCAKTHBbLI

5.1. Cpedcmea usmepenui, 6CnOMo2amenbrsle yChpojicmea, Mamepuaisl

Xpomarorpad KUAKOCTHBI MUKPOKOJTOHOYHBIH
«MHUIUXPOM» CO CMEKTPOPOTOMETPHUECKHM

NETEKTOPOM
Xpomarorpaguyeckas KOJOHKA CTaJbHas

KAX-44-3, 50 x 2 MM, 3anofiIHEHHas COPOEHTOM
Cenapon C18, ¢ppakuus 5 MM

AcCnupaiMOHHOE YCTPOHCTBO TV 64-1-862—82
OunbTpoaepxKaTeb TV 95.72.05—77
Becel aHaIMTHU4YECKUE TOCT 24104—88E

53



MVYK 4.1.1347—03

YCcTpoicTBO At GHsibTPALIMHK KUAKOCTEN,
HII® «buoxpom»

Ilocyna mepHas naGoparopHas [OCT 1770—74E
[Munetku, sMecTUMOCTBIO oT 0,2 10 10 cm® [[OCT 29227—91
[1poGupku ¢ npumnu?osanmmn MpoOKamMH,

BMeCTUMOCTBLIO 10 cM TOCT 25336—82E

Ounbtpel AOA-BII-10 TY 95-743—R80
Ounbtpet HVLP 047, dupmbl « Munaunop»
Brokcet >/ [OCT 25336—82E

53.2. Peakmueni

Camosun, PC 42-1437-89, conepxaHue
OCHOBHOI'O BellecTBa He MeHee 99,0 %
ALETOHHUTPHUI « IS XKHIKOCTHOH

Xpomarorpadpuu» TY-6-09-14-2167—84
Kanuit nuruapodocdar, xu [[OCT 4198—75
Kucinora oprodocdopnas, x4 ['OCT 6552—58
Bona auctunnuposaHHas [TOCT 6709—72

Jlomyckaercs npUMEHEHHE HHBIX CPEIACTB U3MEpPEHHSA, BCIOMOraTeib-
HBIX YCTPOHCTB, PEaKTUBOB M MarepuasoB, 00ecnevyuBarOLLIMX MOKa3aTe/H
TOYHOCTH, YCTAHOBJIEHHbIE 11 NJaHHOK MBH.

6. TpeboBanusa 0e30NaCHOCTH

6.1. Ilpu pabote ¢ peakTuBamMu codnroaarT TpeOoBaHHA O€30NMacHOCTH,
YCTAHOBNEHHBIE AN padOTbl C TOKCHUYHBIMH, €IKHMH H JIETKOBOCILJIaMe-
HaowumMucs seutectsaMu no ['OCT 12.1.005—88.

6.2. IIpyu NpoBeeHHH aHATU30B rOPIOYUX U BPEOAHBIX BELLECTB COOMIO-
JarOT Mepsbl rpotHBonoxapHoi 6ezonacHoctu no ['OCT 12.1.004—76.

6.3. Ilpy BBINOJHEHHH U3MEPEHHH C HMCNOJIb30BAaHHEM Xpomarorpagda
cobmonaroT rmnpasuiaa 3eKkTpodbe3onacHoCTH B cooTBeTCTBHH ¢ [OCT
12.1.019—79 u MHCTpYKUMEN NO IKCNayaTaluyd npubopa.

7. TpeOoBanud K KBAJTH(PHKALHH oNlepaTopa

K BBINOAHEHHIO H3MEpEHHH H 00paboTke pe3yabTaToB NONYCKAIOTCA
JIMLIA ¢ BBICIUUM M CPEAHUM ClieLHaJIbHBIM 00pa3oBaHHEM, HMEIOHIHE HABbI-
KH paboThl Ha )XKUIKOCTHOM XpoMartorpade.

8. YCJI0BHSA H3MEpeHH i

8.1. IlpyroToBneHue pacTBOPOB U MOArOTOBKY NMpoO K aHaIM3y TMpOBO-

AAT B HOPMAJIBHBIX YC/IOBHAX NpH Temnepatype Bo3ayxa (20 = 5) °C, aTtmoc-
¢epHoM nasneHun 84-—106 xlla u BaaxkHOCTH Bo3anyxa He 6onee 80 %.
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8.2. U3Mepenus Ha XUAKOCTHOM xpoMmarorpade npoBOAAT B YCIOBHSAX,
PEKOMEHA0BAHHbIX TEXHHUYECKOH NOKYMEHTALUEH K npubopy.

9. IloaroroBka K BLINOJHEHHIO H3MEPCHUA

9.1. HHpuzomoeienue pacmeopos

9.1.1. CraHnpapTHBIA pacTBOp cajito3MAa B pacTBOpPE 3JIIOEHTA KOHLEH-
Ttpaluen 200 MKI[/CM> FOTOBHUTCS pacTBopeHueM |0 mr Bewectsa B MEPHOM
konbe BMECTHMMOCTbIO 50 cM’. PacTBOop YCTOHYMB B TEUYEHHE HEAEed TIpH
XpaHEHHWH B XOJI0 AHJIbHHUKE.

9.1.2. PacTBOp 3/IOEHTA MOTOBAT CMEUWIMBAHUEM B MEPHOM LUJIUHAPE
80 cm” 0,02 M pacrBopa auruapodocdara Kaius, KOTOPbI TOTOBAT PACTBO-
peHueM 1,36 r ykazandHod coau B 500 M’ AACTH/LUIMPOBAHHOA BOIbI, U
20 cm’ aueToHuTpuna. Pacteop nosoaar 1o pH 5 oprodocdopHOi KUCIOTOM.
HenocpeacTtseHHO rmnepel U3MEPEHUEM pacTBOP (PUIBTPYIOT C MOMOLIBIO
yCTpOHCTBA 11 PUABTPAUUH H QUIABTPOB « MUJIIUTIOp» M AEra3zupyioT TMox
BAKYYMOM.

9.2. Iloozomoeka npubopa

OO0uLyI0 MOAroTOBKY MNpUOOpa OCYILECTBAAKOT COriacHO HHCTPYKLMH
MO 3KCHyaTalH.

9.3. Yemanoenaenue zpadyupogodHou XapaKmepucmuKkuy

[ paayHpoBOUYHYIO XapaKTEPUCTHUKY, BhIpaXKalollyt0 3aBUCHUMOCTb BEJIU-
YHHbl XpoMaTorpad@uueckoro CUrHaja OT Macchbl aHAIU3UPYEMOrO BELLECTBA
B xpoMarorpadupyemom obbeMe NMpoOdbl, yCTaHaBAMBAIOT N0 METOoAy abco-
AKOTHON KanuOpOBKH C UCIONb30BAHUEM CEPHH I'PAyHPOBOYHBIX PACTBOPOB,
KOTOpbi€ FOTOBAT pa30aBlieHHEM CTaHAApTHOrO pacTBopa corjiacHo 1ad. 1.

PactBopsl noMeiart B npodb0oTdbOpHOE YCTPOHCTBO XpoMarorpada.

YcnoBus xpoMmarorpaupoBaHHi rpaiyHpOBOUYHBIX CMECEH U aHATH3H-
pyeMbIX 11po0:

coctaB 3moeHTa: 0,02 M KH,PO, —aueronutpun, 8 : 2, pH §;

CKOpPOCTb MoToka amoeHTta 100 MM’/MHH;

0ObeM BBOAMMOW NPOOHI 2 MM ;

NJIMHA BOHBI CNIEKTPOPOTOMETPHYECKOTO neTekTopa 280 HM;

BpEMSA YIepKUBaHUA cano3nuaa 2 MuH 30 c.

Ha nonyyeHHoH XpoMmatorpamMmme M3MepsIoT IUIOLadd MUKOB C MOMO-
b0 HHTErparopa Xxpomarorpaga (B YCNOBHBIX €OMHHLIAX) MPH aHasH3e
[IECTH pacTBOPOB pPa3HbIX KOHLEHTPAUMUN U XOJMOCTOM rpoObl, NMPOBOAA HE
MEHee MMAFH Nnapajjie/ibHbIX ONpeae/IeHHH LIS KaXAOro pacTBOpa, U CTPOSAT
rpaayMpOBOYHYIO KPHBYIO 3aBUCMMOCTH IUIOLIAJH MMHKA OT KOJHYECTBA KOM-
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noHeHta 8 npode (Mkr). [lposepky rpanyupoBouHOro rpaguka poBoasaT
Py U3MEHEHUU YCIIOBUH aHA/IM3a, HO He peke | pa3a B MECHLL.

Tabnuua 1

PacTBOpbI 1191 YCTAHOBJICHUA TPAXYHPOBOYHOH XAPAKTEPHCTHKH
IpH ofpeaeaeHHH Cal03HIA

CoaepxaHue BEIECTBA
B XpoMarorpagupyeMoM
obbeMe npoObl, MKD

BeLLIECTBEa,
MKT/CM

00
200

9.4. Ombop npoowl go3oyxa

Bo3ayx ¢ 06beMHBIM pacxosoM 20 1M /MHH acrUPUPYIOT uepe3 GUILTP
AQA BII-10. Ina usmepenus 2 IIJK camo3upaa mocratoyHo otoOpaThb
100 oM’ Bo3ayxa. [TIpoObl MOXXHO XpaHUTbL B TEUEHHE HEAEIIN.

10. BoinoyiHenHe H3MepeHHS

OwILTp ¢ 0TOOpaHHON NPoOOH NMOMeIAT B OI10KC U NPUIHBAIOT MMH-
neTkoit 5 cM’ pacTBopa 3moeHTa. I1epHoAHYECKH BCTPAXHBAs, BBLAEPKHBAIOT
pacTBOP B TE4EHHUE 5 MMH U CIHBAIOT €ro B NMpodbupky. AHanorv4uHbIM oOpa-
30M MPOBOJAT MOBTOPHYIO 3KCTPAKLMIO C GUABTPA H O0BEAUHAKOT PACTBOPHI.
CreneHs necopbuuu ¢ ¢uiabtpa 96 %. XpomarorpadupoBaHue pacTsBOpa
MpoOsl NPOBOAAT B TEX XK€ YCJIOBHUSAX, YTO U XpoMmatorpadupoBaHye rpaiyu-
POBOYHBIX pacTBOpOB. KOJHYECTBEHHOE ONpenesieHUe Conaep>KaHus aHalu-
3UPYEMOro BELIECTBA B pacTBOpE MPOBOAAT HO NpEeABAPUTENLHO MOCTPOEH-
HOMY I'paAyHpOBOYHOMY rpaduky.

11. Pacyer kOHnIeHTpAUHH

KOoHUEHTpalUHIo aHalM3HpyeMoro BewmecTBa (C, MI/M) B BO3IyXe Bbl-
YUCJIAKOT 1O GopMyJie:

a6

C = , rae
OV
a — COIepXaHWe BelleCTBa B aHaNH3upyeMoM obbeMe npoObl, HaldeH-
HO€ 10 I'padyHUpOBOYHOMY rpadpuKy, MKT;
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. 3
O —- 0OBeM TIPOOEI, B3ATHIH AN XpoMaTorpagupoBaHUs, CM’;

6 — 0B1IMIi 06beM pacTBOpa MPOOHI, CM”;

V — 00BpeM BO31yX4, OTOOpaHHOro A1 aHanu3a ¥ NPHBEeI€HHOI'O K CTaH-
NapTHBIM YCJIOBHAM, IM” (CM. NpUIoK. 1).

12. Odopmnenue pe3yibTATOB AaHAJIH3A

PesynbTar KOMMYECTBEHHOro aHalu3a npeactapisior B Buae (C t A)
MF/M3, P =0,95, roe A — xapakrepuctika norpemwHoct, A = 0,15C + 0,06.

13. KouTpoab norpeminocTa METOAHKH

3HaY€HUs NOJYYEHHBIX METPOJIOTHYECKHX XapaKTEpUCTHUK MNOrPELIHO-
CTH, HOpMAaTHUBa ONMEPATUBHOrO0 KOHTPOJA TOYHOCTU H HOpMaTHBa OrnepaTHB-
HOTrO KOHTPOJIS BOCIIPOU3BOAUMOCTH NMPHUBEACHBI B TabJ. 2 B BU/E 3aBUCUMO-
CTU OT 3HaYE€HHUA MACCOBON KOHUEHTPALHUH AHAIU3HUPYEMOro KOMIIOHEHTA B

npode C.
Tabnuua 2

Pe3y.l'leaTbl Me'rpo.rmmqecxoii ATTCCTALHH METOAHKRK KOJIHUYECCTBEHHOT O
XHMHYECKOTo aHa/In3a

Jinanazon HanMeHoBaHKE METPOJIOrH4ECKON XapaKTEPUCTUKH

ONPCIACIHCMBIX | xapakTepHCTHKA | HOPMATHB ONEpaTUB- | HOPMATHUB OIIEPATHBHOIO

KOHLICHTpaLu#H norpemﬂocm HOTO KOHTPOJIA TquO- KOHTPOJIA Bocnponsso-
CalIO3H]1a, A, Mr/M° ctd, K, Mr/m’ JTUMOCTH, D, MI/M>

(P =0,95) (P = 0,90,m 2) (P = 0,95,m 2)

MI'/M

Ot 1 no 20 0,15C + 0,06 0,13C + 0,10 0,09C + 0,16

13.1. Onepamuenblit KOHMPOIL B0CRPOU3EOOUMOCIIU

OnepaTtuBHbIA KOHTPOJIb BOCIIPOU3BOIUMOCTH BBINOJIHAIOT B OJAHOH Cé-
PHH ¢ aHAIK30M pabouux nmpod. OTdbuparoT peasibHbie NMpoOLl BO3ayxa pabdo-
4Yeid 30HBI M3 OAHOTO TPAJAULIMOHHOrO Mecta 0TOOpa ABYyMsS nMpoOOOTOOpPHU-
KaMM OJHOBPEMEHHO. AHAJIH3UPYIOT B COOTBETCTBUHM C MPOMUCHIO METOAUKH
PAa3HBIMH AHATHTHKAMH, MAKCUMAJIBHO BapbUpYys YCJIOBUA NMPOBEACHUS aHa-

JIM3a; NapTHH PEaKTUBOB, HAOOPBHI MEPHOMN MOCYIB! M T. A., ¥ MOJYy4aloT JBa
pe3ynbTata C, ¥ C, aHaJIM30B. Pe3ynbTaThl aHalM3a HE JOJHKHBI OTJIUYAThCS

Apyr OT Apyra Ha BelWYHMHY OO0JblIYID, YeM HOPMATHB ONEPAaTHBHOIO KOH-
TpOJis BOCIIPOU3BOAUMOCTH D

‘Cf"’"Cz‘{D

[Ipy nmpeBbIIEHHH PACXOKACHUA MEXAY INBYMA pe3ysibTaTaMH HOpMa-
TMBa ONEPATHBHOrO KOHTPOJIK BOCIHPOM3BOAHMOCTH 3KCIIEPUMEHT MOBTOPS-
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I0T. T1py NOBTOPHOM MpEBBLILIEHUM YKa3aHHOTO HOPMATHBA BLIACHSIOT IMpPU-
YUHbI, NPUBOAALIUE K HEYIOBJIETBOPHUTEIbHBIM pe3yibTaTaM, U YCTPAHAIOT UX.

BHYTpEeHHHA ONEpaTUBHbLIA KOHTPOJIbL BOCNPOU3BOAUMOCTH TIPOBOAAT
He pexe, 4eM | pa3 B Helielo.

13.2. Onepamuenstiit KORMPOaL MOYHOCMU

OnepatdBHBIA KOHTPOJIb TOYHOCTH BBIMOJIHAKOT B OJAHOH CEpPUM C aHa~
AM30M pabouux npob. OTéuparoT peansHble Npobdbsl BoO3ayXxa paboyeH 30HBI
M3 OJHOIO TPaAMLMOHHOTO MecTa o0TdOpa ABYMs NPoOOOTOOpPHUKAMMU OJHO-
BPEMEHHO. 3aTeM K O4HOH npode, oToOpaHHON Ha PUILTP, AenarT 100aBKy

aHaJTU3UPpYyeMoro komrnoHeHta oC M3 pacTBOpa, HAHOCA €€ Ha pUabTp. Benu-
YyuHa A00aBKM NOJHKHA cCOOTBETCTBOBATH S0—150 % OT comepxaHHus KOMMO-
HeHTa B npode. BenuynHa C, HE HOJHKHA BBIXOAUTH 3a BEPXHIOK IPaHUILY
auanazoHa uaMepenus. Pesynbvrartel adHanusza C, 6e3 gobasku u C, ¢ 1obaB-
KO MOJY4aloT 10 BO3MOXHOCTH B OJIMHAKOBbLIX YCJIOBHUAX: OJJHUM aHAJIHTH-
KOM, C OJHOHN MapTHEH PeaKTUBOB, C OJJHKUM HabOpOM MOCyAbl U T. A.
[HorpewiHocTs npoueaypsbl 0TOOpa 1MpPod KOHTPOJUPYIOT MYTEM NMOBEPKU
MCNOJib3YeMbIX MpoOooTOOpHUKOB. Pacyetr HOpMaTtMBa OMEpPaTUBHONO KOH-
TPOJIA MOrpelHOCTH K MPOBOAAT MO XapaAKTEPUCTUKE MOrPELIHOCTA METOAH-
KA 33 BBIYETOM XapakTEPUCTUKHU MOTPEIHOCTH 1pobooTdopHHKa. Petuenue 00
YAOBJAETBOPHTEABHON MOrpeLIHOCTH NPUHUMAIOT NPH BHITIONIHEHHH YCAOBUA:

[CZ_CJ_SC‘SK

14. HopMbl 3aTpaT BpeMeHH Ha aHAJIH3

[ns npoBeaeHHWA CepHM aHaTMU30B U3 LeCTH Npod MPH 0CAeA0BATE/b-
HOM 0TOOpe npod BO3AyXa Tpebyercs 2 u.

MeToauyeckue ykazaHus pa3paboTaHbl POCCHHUCKUM Irocy1apCTBEHHbBIM
MEJAULIMHCKUM YHHUBEPCHUTETOM (71a00paTopHad TOKCHKOJIOTUHM W IKOIOIHM,
['yrna E. b.).
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