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4.1. METO/IbI KOHTPOJIS. XUMHNYECKHUE ®AKTOPbI

I"'azoxpomarorpaduyeckoe onpeaesieHue
N-nurpozoaumerunamuna (HAMA)
B MUTHLEBOW BOJIE€ M BOJI€ BOJI0EMOB

MeTtoauueckue ykasaHus
MYK 4.1.1871—04

ObaacTh NpUMeHeHus

Hacrosmue metoanueckne yKa3aHHA YCTaHaBJIMBAIOT Tra3oXpoMa-
TOrpauyuecKyl0 METOAUKY AHAIN3a MUTbEBOH BOABI H BOAbI BOJOEMOR
Ha coiepkaHue N-HUTPO3OJUMETWIAMHHA B JHANa30He KOHLEHTPALUK
0,005—0,1 mr/am3,

C:HsON2 Mon. macca 74,09

B o6biuHbix ycnoBusx N-HUTPO3OAMMETHIAMHH — HIAKOCTb, XO-
pOLIO PACTBODHM B BOJE M OPraHHYECKMX PAacTBOPHTENAX, oOnanaer
cnabbiMU IENOYHBIMU CBOHCTBAMMU, TeMIIEpaTypa kunenus 153 °C.

OtHocuTes K 1 KIaccy onacHOCTH.

IlpenensHo  monycTHMas KOHLEHTPAaUMs B INHTbEBOW BOJE
0,01 mr/om3.

1. TTorpemsocTb H3MepeHHs

Hacrosias meroanka obecneynBaeT BbIMOIHEHNE H3MEPEHUH KOH~
uentpauuii HAMA ¢ norpeuHocTbio + 20 % npu A0BEPHUTENbHON BEPO~
atHocTy 0,95.
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2. Metoa u3mepennii

H3mepenue KoHUeHTpaUuy N-HUTPO3OAUMETHIAMUHA OCHOBAHO HA
06paboTke npoObi BoAbl THAPOKCHAOM KajiMsl B TEPMETHYHOM COCyIE H
razoxpomaTtorpad1yeckoM aHaiu3e ra3oBoit dasbl.

Huxuuii npenen uamepenus cocrabuger 0,005 mr/om3. Omnpenene-
HHIO He MEWaloT: JUMETUIGOPMaMHUI, HECUMMETPHYHbIH AUMETHITUA-
pa3suH, YriIeBoJOPOIbl, aNbIErU/ibl, KETOHbI, CIHUPThl, aMHHbI, XJIOPCO-
AepXKalllie CoeTUHEHUS.

3. CpeacrBa M3MepeHnii, BcnomoraTteJibHbIE YCTPOHCTBA,
PeaAKTHBLI H MATEPHAIBI

IIpy BbIMONHEHUH H3MEPEHHIl MPHUMEHSIOT CHEAYIOLIME CPEACTBA
M3MEPEHHI, BCIOMOTaTelIbHbIE YCTPONCTBA, MATEPHaJIbl, PEAKTHBbI.

3.1. Cpedcmea usmepenuii

Xpomarorpad nabopaTopHblit ra3oBblii

€ a30THO-GOoCHOPHBIM AETEKTOPOM
Cucrema 06pabotku xpoMarorpadpuyeckoit
nHdpopmaumu «Iloauxpom»

TOO «HUHdpoxpom», r. Mocksa TY 25-7473-0009—94
Becbl aHasMTHUECKHE I'OCT 24104—01
Tupn I'OCT 7328—01
Cekynaomep, 3-ro kiacca T'OCT 5272-79E
Kon6bl mepHbie BMecTuMOCTbIO 25 4 100 cM? T'OCT 1770-74E
ITuneTtku BMecTUMOCTbIO 2 U 20 cM3 I'oCT 29227—91

IInpuy MegUUMHCKUH CTEKIIAHHBIA
C NOPIUIHEM C CHIMKOHOBOi POKIaAKO#,

BMECTUMOCTbIO 1cM3 TV 64-1-789—383
3.2, Bcnomozamensusie ycmpoiicmea

Huctumnatop TY 61-1-721—-179
Hacoc BogocTpyiiHblii BaKyyMHblii I'OCT 10696—75
PenykTop BoaopOgHbIii TV 26-05-463—76
Penyxrop kucnopoaHsii TV 26-05-232—70
Kononka xpoMaTorpaduyeckas CTeKIsHHas

200x 0,3 ¢ I'OCT 16225—00

®naKkoHbl NEHUUUIUTMHOBbIE, BMECTHMOCTBIO
15 cm3 ¢ pe3nHOBbIMU IIpOOKaMH U
aMIOMHUHUEBBIMH KOJITaYKaMH
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ITpecc pns 06XkuMa KONMaykoB Ha

takoHax TV 42-2-2442—73
Yauika papdopoas BeinapureibHad,

BMecTUMOCTBIO 100 cMm3 TOCT 9147—73
Baus Bogsnas mabopaTtophas TV 61-1-2850—76E

XOonoauIbHUK ObITOBOM

3.3. Mamepuane:

A30T TEXHHYECKH T'OCT 9293—74
Bonopon TexHHYeCKui Mapku A FOCT 3022—89
Bo3ayx cxaTtbiii, kinacc 7 T'OCT 17433—80
IInenka pTopomnacroBas T'OCT 24222—80

CTexJIOBaTA UIIH CTEKJIOBOJIOKHO

3.4. Peaxmueni
TonucopO-1, 3eprenuem 0,10—0,25 mm TV 1011-392—69

Bona nuctwiuiupoBaHHas I'OCT 6709—177
Kanus ruapokceun, una T'OCT 24363—80
Kucnora cephas, ocy I'OCT 14262—78
TexcameTunaucunasa-, y TY 609-11-647—75

N-uutposoaumerriamut (99,9 %),
¢upma Aldrich chemical Company Inc

Tonyon, una I'OCT 5789—178

ALETOH, 4aa I'OCT 2603—79
Xnopodopm, uxa TV 2631-020-112910-58—96
CnupT 3THNOBBIH PeKTHHHKOBAHHBIH I'OCT P 51652—00

Hacanka mns xpoMarorpaguueckoil KOJIOHKH:
15 % Carbowax 20M + 5% KOH Ha xpoMaTtoHe
N-AW-HMDS (0,25—0,315 mm).

IIpumeuanne: [lonyckaeTcs nNpuUMEHEHHE IPYTUX CPEACTB H3MEPEHHH,
BCMIOMOraTeibHbIX yc’l‘pOﬁC’I‘B, MaTepUaioB U PCAKTHBOB MO METPOJIOTHYECKUM
XapakTepUCTUKAM U Ka4YECTBY HE XYXE€ yKa3aHHBbIX.

4. TpeGoBanus Ge30nacHOCTH

4.1. IIpu pabote ¢ XMMHYECKMMH peakTHBaMH cobioaarT Tpebo-
BaHHA 0€30MaCHOCTH, YCTAHOBJIEHHbIE 1T PABOTBI C TOKCHYECKUMHU, efi-
KUMH M JIerkoBocIlaMeHsiolumucs sewecrsamu no I'OCT 12.1.005—88.

4.2. TIpy BhINONHEHHU U3MEPEHUH Ha ra3’oBOM xpomartorpade co-
6mogaloT npasuiaa 3nekTpobesonacHocTd B cootBeTcTBMM ¢ [OCT
12.1.019—79 u B cOOTBETCTBMM C TPeGOBaHMAMH IKCILUTyaTALUOHHBIX
JOKYMEHTOB.
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S. TpeOGoBanus Kk KBATH(DUKAIME ONIepaTOpa

K BbINOTHEHHIO U3MEPEHHH JOMYCKAIOTCA JIMLA, HMEIOLINe KBAJIH-
duxauno He HIXKEe MHXEHEPAa-XMMHKA, C OMbITOM pabOThbi HA ra30BOM
xpoMatcrpade.

6. YciioBus u3MepeHni

6.1. TIpouecchl NPUTrOTOBIEHH PACTBOPOB M NMOArOTOBKH Mpod k
aHaJIW3y NPOBOJAT B HOPMaJbHbIX ycnoBusx cornacio FOCT 15150—69
npu Temnepatype Bosxyxa (20 +5) °C, armochepHom aasnenuu 630—
800 MM pT. CT. H BIAXHOCTH Bo3ayxa He 6o1ee 80 %.

6.2. BeimonHeHne H3MepeRH Ha ra30BOM XpomaTorpade npoBOAAT
B YCIIOBHAX, PEKOMEHIOBaHHbIX TEXHHYECKOH HOKyMeHTaLuei k npubo-
DY M HACTOSILUHUMH METOJUYECKUMH YKA3aHUIMH.

7. [ToaroToBKa K BLIIOIHEHHIO H3MEPEHHE

Ilepen BoimoNHEHHWEM HM3MEpEHWI MPOBOASAT ClEAyIOIHe PaboThI:
NPUTOTOBJIEHHE PACTBOPOB, MOATOTOBKA XpOoMaTorpaduueckoi KOJIOH-
KH, YCTRHOBJIEHHE FPaJyMPOBOYHON XapaKTePHCTHKH, OTOOP Npob.

7.1. Ilpuzomoenenue pacmeopoe

Hexoonviii pacmeop HIIMA ona zpadyuposku Ne 1 (C = 500 m2/om’).
B MepHylo konby BMecTuMocTbio 25 cm? BeoasaT 12,5 mr HIIMA u noso-
IAT 1o MeTkH 1,5 %-HbIM pacTBOpoM cepHOH KHCIOTbl. CPOK XpaHeHHs B
XONoAMIbHHKE — | MecsdL.

Hcxoonwiit pacmeop HIIMA ona zpadyuposku Ne 2 (C = 5 m2/om’). B
MepHY0 koa0y BMecTUMOCTbI0 100 cM3 BBOAAT | cM3 MCXOJHOIO rpajgyH-
poBouHoro pactsopa Ne | u xoBoasT A0 MeTKH 1,5 %-HbIM pacTBOpOM
cepHO#l kucmoThi. CPOK XpaHeHUs B XOJOAMUIBHHKE — 2 HENENH.

Pabouuii zpadyuposounsiii pacmsop HIAMA (C =05 m2/on’). B
MepHYyIo kos0y BMectuMocTbio 100 cm3 BBOOAT 10 cM3 ucxomHoro rpa-
ZLyupoBouHOro pacrsopa Ne 2 ¥ noBoaaT A0 MeTKH 1,5 %-HbIM pacTBO-
poM cepHoii KUCITOTbI. CpOK XpaHeHHs B XOJNIOAMIbHUKE — OHA HEHENA.

Pacmeop 2excamemunducunaszana. B 30 cM3 Ttonyona pactBopsioT
5 cM3rekcaMeTHIANCHIIA3aHA.,

Pacmeop 2udpokcuda kaaus. PactBopsot 0,1 r THAPOKCHAA KaJIUs B
60 cM3 sTUIIOBOTO CIMPTA.

Ceprott kucrombt 15 Yo-nwiii pacmeop. B MepHyio konby Ha 100 cm3
BHocAT 50—60 cM3 mucTumnupoBaHHO# BoIbl, KobaBasoT 8,2 cM3 KOH-
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LIEHTPHPOBAHHOH CEPHOI KUCIOTHI M AOBOAAT 00bEM pacTBOpa O MeT-
KU AMCTHUIMPOBAHHOW BOAOH.

Ceproti kucnomyt 1,5 Yo-nwiit pacmeop. B MepHy1o konby BMecTHMO-
ctei0 100 cM3 BBOmAT 10 cM3 15 %-Horo pacTBopa cCepHO# KHCIOTHI U
JOBOJAT IO METKU JUCTHIUTUPOBAHHON BOJOMU.

Pacmesop Carbowax 20 M. B 60 cm3 x10podopma pactsopsior 0,31
Carbowax 20 M.

7.2. Iloozomoexa xpomamozpaguueckoii KONOHKU

CTeKIAHHYIO KOJIOHKY NpPOMBIBAIOT AMCTHIUIMPOBAHHOH BOIOM,
alleTOHOM, TOJIYOJIOM M 3aMOJHAIOT PACTBOPOM reKCaMeTHIIHCUIIa3aHa.
OTUM Xe pacTBOPOM 006pabaThiBAalOT CTEKJIOBATY, HCMOJb3YEMYKO IJIA
3aKpeIuIeH|s HacalKu B KoJloHKe. Yepes 5—6 4 pacTBOp CIMBAIOT, KO-
JIOHKY BBICYLIMBAIOT B TOKE BO3AYXa, CTEKIOBATY — B CYIUHJIbHOM IKady
npu 100—110 °C.

B tdapdopoByio ualiky BbICHLIMAIOT 2 T XPOMATOHA M 3aIMBAIOT
60 cM3 pacTBOpa ruApokcuia kanus. McnapsioT 3TUIOBbIA CUpPT, Ha-
TpeBas HacaiKy Ha BOIAHOH GaHe O ChIMYYEro COCTOSHHA. 3aTeM Ha-
canky 3anuBaioT 60 cm® pactBopa Carbowax 20 M, ucnapsioT xjiopo-
¢dhopM Tak Xe, KK U ITHIOBLIA CIHUPT, U OKOHYATENBHO BbICYIIHBAIOT
Hacanky nipu 100—110 °C. CunaHU3UPOBAHHYIO KOJIOHKY 3arOJIHAIOT
NOATOTOBJIEHHBIM COPOEHTOM, OCTaBISAA MYCTbIM KOHEL KOJOHKH, BXO-
AAuit B ncnaputenb. KonoHky NoACOSAUHAIOT K HCIIAPUTENIO M KOHIU-
LUOHHUPYIOT B TeueHUEe 7—8 y 6e3 noacoeAUHEHHUS K AETEKTOPY NMPH Mo-
CTeneHHOM MoBbilieHnH TeMnepatypsl oT 50 go 150 °C u pacxone rasza-
Hocutens 20 cm3MuH. ITOArOTOBIIEHHYIO KOJIOHKY OXJQXHAKOT W MOA-
COENUHAIOT K ACTEKTODY.

7.3. ¥Ycmanoe.enue zpadyuposounoii xapaxmepucmuxu

I'pagyHpOBOYHYIO XapaKTEPHUCTHKY, BbIPaXaIOLIyl0 3aBUCHMOCTD
BbicoTbl nika HAMA (MB) 0T ero koHueHTpauuH (Mr/aM3), yCTaHaBIIH-
BAlOT METOIOM abOCONIOTHON TpajyWpOBKH MO I'DaxyHPOBOYHBIM pac-
tBopaM HIMA. /Iy 3TOro roToBaT 5 cepuii pacTBOpPOB, kKaxaas U3 Ko-
TOPbIX COCTOMT U3 5 PacTBOpOB ¢ koHUeHTpauuaMu ot 0,005 mr/am3 mo
0,1 mr/mm3.

I'panynpoBouHble pacTBOpbI FOTOBAT B COOTBETCTBHMH ¢ Tabn. | B
MepHbIX Kosibax BMecTHMOCTbIO 100 cM3. OObeM KOO JOBOIAT A0 METKH
1,5 %-HbIM PacTBOPOM CEPHOM KHCIIOTbI.
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Tabnuua

PactBopbl /15t yCTAHOBJIEHHS MPAyHPOBOYHOM XaPAKTEPHCTHKH
TIpH Onpee/ieHUH KOHLIEHTPALHil HHTPO30IHMETHAAMUHA

Howmep pacrsopa | 2 3 4 5
UTA rpaayHpOBKH
O6beM pabouero pacTBopa 1 2 4 8 20
(C=0,5 mr/am3), cm3
Koxuentpauus rpagyupo- | 0,005 0,01 0,02 0,04 0,1
BOYHOTO pacTBOpa, MIr/am3

Cpok xpaHeHHs paCTBOPOB B XOJIOAUIbHUKE — 5 CYTOK.

Beoasat 2 cM? rpafyHpOBOYHOIO pacTBOpa B MPOGHPKY BMECTHMO-
cThi0 5 cM3. B neHUUMIUIMHOBBIH (IakoH BMECTHMOCTBIO 15 cM3 3achl-
nawot (10 = 0,5) r ruapoxcuna kanus. BeuiMBaloT BO (UIaKOH rpagyHpo-
BOYHbIHA PACTBOP M3 APOOGHpKH, 3aKpLIBAIOT (BIakoH pe3HHOBOH Npob-
KOH C MpoKiaakoit U3 GToponnacToBoil MIEHKH U 0OXKMMRIOT €€ Mpec-
coM. BeTpaxuBaioT GNakoH HECKONBKO pa3, MOMEWIAIOT B TEPMOCTAT H
BeiaepxkuBaroT 5 MuH npu 80 °C. Anamu3upyror | cM3 razoBoi ¢a3bi,
oTOupas ee WINpHLIEM, NpeABapUTeNnbHO nporpethiM npu 80 °C. Ananu3
ra3zoBo# ¢a3bi NPOBOAAT ABAXbI IPU CIEAYIOMUX YCTOBHAX:

TEMINEPATYPa KOJIOHKH 80 °C;
TeMnepaTrypa UCnapuTes 150 °C;
TeMnepaTypa AeTeKTopa 390 °C;
CKOPOCTb MOTOKA ra3a-HOCUTeNA (a30T) 20 cm3/MuH;
CKOPOCTb [TOTOKA BOAOPOAA 15 cmM3/MuH;
CKOPOCTb TOTOKA BO3AyXa 150 cM3/MuH;
OPHEHTUPOBOYHOE BpeMd yaepxuBanug HIMA 260 c.

Ha nojiyyeHHbIX XpoMaTOrpaMMax aBTOMaTHYeCKd PaCCHMTHIBAIOT
BbicoTbl MukoB HIIMA 1 no cpegHuM pe3yiabTaTaM H3MEPEHHH CTPOAT
rpajlyipOBOYHYI0 XapaKTEPHCTUKY, KOTOPYIO MPOBEPAIOT KaxIblii pa3
nepes NPOBeACHUEM U3MEPEHHI.

7.4. Ombop u xpanenue npo6

Or60p npob nposoasat no 'OCT P 51592—00 u 51593—00.

IpoObl BoAbI 06BEMOM He MeHee |5 cM3 OTOMpAIOT B CTEKIAHHBIE
FepPMETHYHO 3aKPbIBAIOLIMECS €MKOCTH M KOHCEPBUDYIOT J0OaBIEHHEM
0,1 cM3 KOHLIEHTPUPOBAHHOH CEPHOM KUCIIOTHI.

XpaHenue npob gonyckaercs B XONOAHIbHUKE He Hoiee 5 cyTok.
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8. BoinosmHeHnne HimMepeHni

BroasaT 2 cM3? ipobsl Boabl B NPOOHPKY BMECTUMOCTBIO 5 cM3, 3aTeM
BBUTMBAIOT M3 MPOOUPKH B MEHHUMWLUTMHOBBIH (UIakoH, cojepailui
(10 £ 0,5) r runpokcuaa Kanus, GIAKOH repMETH3UPYIOT, TEPMOCTATH-
pytoT 5 MuH npu 80 °C 1 aHaNM3UPYIOT B YCIIOBHAX MOCTPOEHHS I'PalyH-
POBOUYHON XapaKTePUCTUKHU.

9. BoluucJienne pe3y/ibTaToB H3MepeHHH

Kouuentpauuu HIAMA (Mr/om3’) onpenensioT no ero rpaayupo-
BOYHOM XapaKTepUCTHKE.

10. Odopmnenue pe3yibTaTOB H3MEPEHHH

PesynpTathl u3mepeHudd HIIMA B aByx napanieibHbIX pobax Bo-
Jibl 0ohopMITAIOT NpoToKoJOM B Buae: Cep., Mr/am3 + 20 % umu Cep £ 0,20
Cep. ¢ yKa3aHueM JaThl IPOBEICHUA aHaIU3a, Mecta oTbopa npodsl, Ha-
3BaHMs JaOOpPaTOPHH, IOPUAMYECKOTO aipeca OPraHW3alUH, OTBETCT-
BEHHOTO UCTIOJIHUTENA U PYKOBOIUTENS 1a60OPaTOPHH.

11. KoHTpoJIb NOrpelIHOCTH H3Mepenuii

11.1. Konmponw cxooumocmu

KoHTponb cxoauMocTH BLIMONHAKT nmo n.9. Ilpu npeBbiLieHUn
HOPMAaTHBa ONEPATHBHOTO KOHTPOJS CXOAMUMOCTU SKCHEPUMEHT MOBTO-
psioT. [Ipu NOBTOPHOM MPEBLILIEHHH HOPMAaTHBA BBISCHAIOT MPUYMHBI,
APUBOIAILUME K HEYAOBIETBOPUTEIbHBIM PE3yNbTaTaM KOHTPOJSA, U YCT-
PaHAOT HX.

11.2. Onepamusnpiii Konmpons nozpewnocmu

KoHTpoJib MOrpemwHocTd (TOYHOCTH) NPOBOIAT MO Mepe Heobxo-
JUMOCTH: [IPY CMEHE PeaKTUBOB, MOCIE peMOoHTa npubopa. Ob6pa3uamu
U KOHTPOJIS SBJSIOTCA peajibHbie MPOObI BOMABI, K KOTOPbIM AENAeTCH
nobaBka U3MepAEMOro BellecTBa B BUAE pacTBopa. OtbuparoT 2 npodut
BOJb! M K OJHOM M3 HUX JenatoT nobaBKy TakuM oOpa3om, 4ToObl CO-
JepXKaHUe OMpeeseMOro BEIECTBA YBENMYUIOCH MO CPABHEHHIO C HC-
XOaHbIM Ha 50—150 %, u KoHUEeHTpaLKs B Mpobe He BbIXOAWIIA 32 BEpX-
HUH AManas3oH.

Kaxayro npoby aHaau3UpyroT B TOYHOM COOTBETCTBMHU C IIPONHUCHIO
METOAMKH M MOJIYYalOT pe3ynbTaT aHaau3a MCXOAHOH paboueii mpobb
Cucx. ¥ paboueit mpo6bl ¢ xob6aBkoii C!. PesynbTaTsl aHanu3a UCXOAHOM

10
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paboueii npobsl Cucx. U ¢ J06aBkoH C! NMONy4aroT N0 BO3IMOXHOCTH B
OJUHAKOBbLIX YCITOBUSX, T. €. X MONYy4YaeT OJHH AHAIHMTHK C HCMOJb30-
BaHMEM OIHOro Habopa MEpHOW MoCyAbl, OJHOW MapTUH PEaKTHBOB
HT. I

Pe3ynbTaThi KOHTPOJS MPU3HAIOTCA YIOBICTBOPHTENbHBIMH, ECIH
BBITIOJIHAETCH YCIOBHE:

/C'-C,. —-C/<K, e

C - mo6aBka BewLiecTBa, MI/amM3;

K, — HOpMaTHB OMEPaTHBHOTO KOHTPOJIS NOTPEIIHOCTH, MI/IM>.

Ilpu BHewHeM kouTpone (P = 0,95) npuHuMaoT:

K, =J(AC' ) +(AC,, )? . Tre

AC' u AC,., — XapaKTepucTUKa MOrPELIHOCTH JUIA HCXOAHO#H npobbl
1 mpoObl ¢ H06aBKO#, MI/aM3;
ACM(‘.\Z = 0501 " 60""4. : Clll‘.\." H
AC'=001-5,,, - C!.
IIpu BHyTpHabopaTopHoM xoHTpoe (P = 0,90) npuHUMAaIOT:
', =084-K,

Ilpu npeBbIlIeHMH OMEPATUBHOTO KOHTPOJIA fIOrPEIIHOCTH 3KCIIe-
PUMeHT noBTopsAioT. IIpH MOBTOPHOM NMPEBLIIEHNH YKa3aHHOTO HOpMa-
THBA BBIACHAIOT NMPUYHHBI, NPHBOAAIME K HEYAOBIETBOPUTENLHBIM pe-
3yJAbTAaTaM KOHTPOJIS, H YCTPAHAIOT HX.
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