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Mpeaucnosue

1 MOArOTOBIIEH OTKpbITEIM aKUMOHEpPHBIM 06LecTBOM «Hay4Ho-UccnegoBaTenbCkUil LEHTP KOH-
TPOMSA U ANArHoCTUKN TexHudeckux cuctem» (AO «HUU KO ») Ha ocHoBe coBCTBEHHOTO NepeBoaa Ha pycckui
A3bIK @aHr10A3bIYHON BEpCUK CTaHAapTa, ykasaHHOro B NyHKTe 4

2 BHECEH TexHu4eckum koMmuTeToM No ctaHaapTusaummn TK 457 «KavyecTso Bosgyxa»

3 YTBEP>XJEH VW BBEOEH B AENCTBUE Mpukasom deaepansHOro areHTCTea Mo TeXHUYECKoMy pery-
NMPOBaHMUI0 N MeTporiorii oT 14 ceHT6ps 2017 r. Ne 1120-cT

4 HacToswwni cTaHgapT uaeHTUYIEH mexayHapoaHomy ctaHgapty UCO 17734-2:2013 «AHanus asoTtop-
raHUYeCcKUX coegnHeHNA B BO3ayXe METOAOM XUAKOCTHON XpomaTorpadumn n macc-cnektpomeTpumn. Hactb 2.
OnpegeneHve aMMHOB Y aMUHOU3OLMAHATOB NO UX ANBYTUNAMUHOBBLIM U 3TUNXIOPHOPMUATHBIM NPOU3BOA-
HbiM» (ISO 17734-2:2013 «Determination of organonitrogen compounds in air using liquid chromatography and
mass spectrometry. Part 2: Amines and aminoisocyanates using dibutylamine and ethyl chloroformate
derivatives», IDT).

MexayHapodHbl cTaHgapT paspaboTtaH TexHu4yeckum komutetom TC 146/SC 2.

Mpy nprMeHeHUN HacTosILero cTaHaapTa pekoMeHAYEeTCA UCNONb30BaTb BMECTO CCbINTOYHBIX MEXAYyHa-
POAHBIX CTAHAAPTOB COOTBETCTBYIOLLME UM HaLMOHanbHble CTaHAapThl, CBeAEHUA O KOTOPbIX NpuBeAeHb!
B AOMONHUTENbHOM npunoxeHuu A

5 BSAMEHTOCTP NCO 17734-2—2009

lMpasuna npuMeHeHUs1 Hacmosiwezo cmaHdapma ycmaHoeneHbl 8 cmambee 26 ®edepasibHO20 3aKoHa
om 29 utoHs1 2015 2. Ne 162-®3 «O cmaHndapmu3sayuu 8 Pocculickol @edepayuur. Hghopmayusi 06 usmere-
HUSIX K HacmosweMy cmaHdapmy riybrukyemcsi 8 exe200HOM (1o cocmosiHuio Ha 1 siHeapsi mekyue2o 200a)
UHhopMaUUoOHHOM ykasamere «HayuoHansHble cmaHdapmei», a oghulyuaribHbil mekem uUsMeHeHul u nonpa-
80K — 8 EXKEMECSIYHOM UHOpMaUyUOHHOM yKka3amene «HayuoHansHbie cmaHOapmsi». B criyyae nepecmom-
ba (3aMeHbl) unu ommeHbl Hacmosiweao cmaHOapma coomeemcemsyiouwiee ysedomneHue 6ydem
onybrniukosaHo 8 briuxaliuieM 8bifTyCKe €XeMeCsYHO20 UHOPpMaUyloHHO20 yKazamens «HayuoHasnbHbie
cmaHOapmebi». Coomeemcmeyroujasi UHGopMayusl, yeedoMiieHUe U MeKCmbl pasMewarmecs makxe
8 UHhopmayuoHHolU cucmeme obuie2o rob308aHUsI — Ha ocguluanbHoM cailime ®edepanbHo20
azeHmemea o mexHU4ecKoMy pezyriuposarHuro U Memporsioeuu 8 cemu UHmepHem (www.gost.ru)

© CraHpapTtuHdopm, 2017

HacToswuit ctaHOapT He MOXeT BbITh MONTHOCTBI0 AW YACTUMHO BOCNIPOU3BEAEH, TUPAXUPOBAH U pac-
npocTpaHeH B kayecTBe oduumansHoro usfaHus 6es paspewweruns deaepansbHOro areHTCTBa Mo TeXHUYEeCKo-
MY perynpoBaHuto U METPONOrUM
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BBepeHue

B cnyyasx, ecnnunsounaHaTtbl paccMaTpyBaloT B KAYECTBE 3arpsasHUTeNne Bo3ayxa paboyei 3oHbl, Heo6-
XOAMMO UCcCreAoBaTh BO3AYX Ha NPUCYTCTBME aMUHON30LMaHaToB M aMUHOB. B npouecce TepMuyeckon gecT-
pykumn nonuypeTaHos (1Y) 06pasytoTcsa He ToMbKo u3oumaHaTthl, HO U aMUHbI U aMuHou3oLumaHaTel [11—[6].

OnpegeneHne n3ouMaHaToB B Bo3Ayxe pabouyeli 30HbI C UCMOMb3oBaHWem an-H-6ytunamuna (ABA) 8
KayecTBe peareHTa npeAcTasfsaeTcs JOCTaTOYHO HaaeXHbBIM MeToAoM aHannaa [20]. Ucnonb3oBaHue meToaa
c npumeHeHnem [1BA 1 nonyyeHue NponsBoaHbIX ¢ 3TUNXIopdopMUMaToM Npun nocneayoLeri noaroTosKe Npo-
6bl M03BONSAET NPOBOAUTL ONpeaefieHne Npu COBMECTHOM cogepKaHun aMMHOB, aMUMHOU30LMaHATOB U N30LUU-
aHaToB [6, 7].

Onsi KonM4ecTBEHHOro onpeaeneHns NPoM3BoAHbIX aMUHOB 1 aMUHOU30UMaHaTOB Heo6XoanMbI CTaH-
AapTHble coegNHEHNs, 0AHAKO OHWN AOCTYMHbI TOMbKO AMst HeOOoMbLIGTO YMcna AMaMmnuHOB. AMUHOU3OLMaHATbI
He MoryT BbITb NMPoaHanM3npoBaHbl HAaMPSIMYO, MOCKOMNbKY OHW B3auMOAENCTBYIOT ApYr ¢ Apyrom. B HacTos-
LeM cTaHdapTe yCTaHOBIIEH MeTOA KONMYECTBEHHOro onpeaeneHUa Npon3BoAHbIX aMUHOB U aMUHOU3ouMna-
HaTOB B pacTBopax CpaBHEHUS C WCMOMb30oBaHWeM XeMUNIOMUHecLeHTHoro aetektopa. lMokasaHo, 4vTo
MpYMeHeHWe 3Toro MeToa COBMECTHO C Macc-CreKTPOMETPUYECKUM UCCIieoBaHNeM 3HauuTenbHo obnerya-
eT npoLecc NPUroToBIeHNs CTaHAapPTHLIX pacTBOPOB [6].
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HAUWOHANbHBLIN CTAHOAPT POCCUMCKOW GEOQEPALUUMN

AHAIU3 A3OTOPFAHUYECKUX COEAUHEHUIA B BO3OYXE METOAOM XXUAKOCTHOW
XPOMATOIPA®UU U MACC-CMNEKTPOMETPUU

YacTb 2
OnpegeneHve aMMHOB U aMUHOM3OLIMAHATOB MO UX AUOYTUNAMUHOBLIM
1 ATUNXNopdOpMUATHLIM NMPOU3BOAHBIM

Determination of organonitrogen compounds in air using liquid chromatography and mass spectrometry.
Part 2. Amines and aminoisocyanates using dibutylamine and ethyl chloroformate derivatives

Oara BBegeHna — 2018—12—01

1 O6nacTb NpUMeHeHus

HacTosawmit ctargapT ycTaHasnueaeT o6Lme nonoxeHus no otéopy u aHanusy npob Ha coaepxaHue
aMWHOB N aMUHOM30LMaHaTOB, NPUCYTCTBYIOLLMX B BO34yxe paboyei 30Hbl. PekoMeHayeTca onpeaenaTb amu-
Hbl 1 aMUHOU3OLMaHaTEI COBMECTHO C U3oLMaHaTaMm C UCTonb3oBaHWeM an-H-6ytunamuHa (ABA) B kavectse
peareHTa [20].

MeToa, yCTaHOBMEHHbIA HAaCTOALWMM CTaHA4apTOM, MPUMEHSIIOT ANS COBMECTHOrO onpeaesnieHus amu-
HOB — 4,4'-meTuneHandeHnngnavunHa (4,4-MIA), 2,4- u 2,6-tonyonguamuHa (2,4-, 2,6-TAA) n1,6-rekcame-
TunengnamumHa (1,6-FOA) M coeauHeHwnid, codepXawmx WU3OUMaHATHYI0O W aMUHHYIO rpynnbl, —
4,4-meTneHgndeHnnammHonsolnarata (4,4-MAWN), 2,4-, 4,2- n 2,6-TonyonamnHonsoumanara (2,4, 4,2-,
2,6-TAWN), 1,6-rekcameTuneHammHonsoumanara (1,6-F'AW). Metoa npuroaeH ansa ynasnMsaHua aMMHOB U amMu-
HOM3OLMaHaTOB B ra3006pas3HOM COCTOSIHAM U B BUAE TBepAblX YacTuu,. Mpeaen obHapyxeHns ans aMMHOB
cocTaBnseT okono 50 HMonb, A1 aMUHOU30LUMaHaTOB — NpubnuanTenbHo 3 HMonb. Mpun o6beme Npobbl BO3-
pyxa 15 am3 ana TOA n TAU aTn sHaueHus cooTeeTcTRyioT 0,4 Hr/M3 1 0,03 Hr/m3,

2 HopmaTuBHLIe CCbINKK

B HacTosiLeM cTaHaapTe UCMoNb30BaHbl HOPMAaTUBHBIE CChINKU Ha cneaytolume cTaHaapThbl:

ISO 16200-1 Workplace air quality. Sampling and analysis of volatile organic compounds by solvent
desorption/gas chromatography. Part 1: Pumped sampling method (KauecTso Bosayxa pa6oyei 3o0Hbl. OT6OP
Npob NeTyunx opraHUYeCcKUX COeMHEHWIA ¢ Nocneayowei Aecopbunel pacTBOpPUTENEM U razoxpoMartorpa-
dryecknum ananuzom. Hacts 1. OT60p Npob MeToaoM NpoKayku)

ISO 5725-2 Accuracy (trueness and precision) of measurement methods and results. Part 2: Basic
method for the determination of repeatability and reproducibility of a standard measurement method [TouyHoCTb
(NpaBWbHOCTb 1 NPELMU3NOHHOCTL) METOAOB U pe3yfbTaToB uaMmepeHuin. HYacTe 2. OcHoBHOM MeToA onpeae-
NeHna NOBTOPAEMOCTY 1 BOCNPOU3BOANMOCTY CTAaHAAPTHOIO MeToAa U3MepeHui]

3 OcCHOBHbIe NONOXeHus

MeTopa nossonseT npoBoanTb 0TOOP M COBMECTHBIN aHanna npob Ha coaepXxaHue aMMHOB, aMUHON3OLIU-
aHaToB W M30LMaHaTOB. B HacTosLWweM cTaHgapTe U3NoXeH MeTo onpeaeneHns aMmmHOB U aMUHOU3OLMaHa-
TOB, 2 MeToA onpeaeneHns ToNbKo u3ounaHaToB npueedeH B UCO 17334-1.

Mpo6bl 0T6UPatoT NYyTEM NPOKaYMBaHUS U3BECTHOMO 06beMa BO34yXa Yepes MopTaTUBHYIO UMMUHAXeP-
Hyt0 KoNBY, 3a KOTOpOW pacnonoxeH hunbTp. VcnonbsyoT umnuHmkep ¢ 10 cm3 pacTeopa An-H-ByTunamuHa
(ABA) B Tonyone koHueHTpaumen 0,01 Monb/am3 u bunbTp U3 cTekrnosonokHa 6e3 aepxatens. Mocne oT6opa
npo6 Kk pacTteopam npo6 [o6aBnawT AeATEepMpPOBaHHbIE 3TUNXNOPGOPMMaTHLIE MPON3BOAHEIE aMUHOB

WU3panne ocpmymnansHoe
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pagynpoBoyHas
XapakrepucTumka,
nosiydyeHHasn Ha
OCHOBE CTaHAapTHOro
pactBopa

OT60p Npob ¢
MCNosib30BaHNeM
UMNUHIKEpa 1
unbTpa

MepeHoc pacteopa
npo6bl 1 unbTpa B
npo6upky

[o6asr eHne BC

MNogrotoska K aHanmMsy

AHanM3 metoaom
XKX-MC

OueHka gaHHbIX

YacTuupbl B ra3006pasHoOM COCTOSIHUM
N KpyrHble yactuupbl (6onee 1,5 Mkm)
yNaBNuBaloTCA B UMNUHIXKEPHYIO
Kon6y. Hebonbwme yactuusl (o1 0,01
0o 1,5 mkm) ynaBnusatTcs Ha
unbTpe

CTaHpapTHbI pacTBop:

- ABA-npou3BojHble M3OLMAHATOB;
- OX®-npon3BogHbIE aMUHOB;

- JBA-2X®-npon3BoaHble
amMvHou3oumnaHaToB

BHyTpeHHuit ctaHgapT (BC):

- 6/IM3KMIN NO BPEMEHM
yAepX1BaHuWs;

- 6NN3KMIA N0 MONEKYIAPHOWA
CTPYKTYype, T.e. apomaTuyeckuii
nnm anuaTnyeckuii;

- MpeanoyTUTEeNbHO aeiTepu-
poBaHHOE MPOou3BOAHOE

- 3KCTpaKLmMsA aHa/IMToB C PunbTpa,;
- NoJly4yeHne Npomn3BoAHbIX
amMmuHorpymnn no peaxummn ¢ IXo,
ocyuiecTeiisieMast B [iBa 3tana,

- CMeHa pacTBopuTens;

- HacbllLieHNne aHaInToB

BbI60POYHbIA MOHHBIA MOHUTOPUHT
MOEKYIAPHbIX MOHOB [MH]+
aHanutos n BC

BbluncneHne OTHOLIEeHWS
nnowagen nukos aHanmta un BC.

CpaBHeHve mMexay
COOTHOLLEHVeM nnowagen,
NOMyYeHHbIX 471 MPO6bLI BO3AyXa W
no rpagyvpoBOYHOM
XapakTepucTuke

PuncyHok 1 — OCHOBHbIe 3Tanbl ONMCaHHOro MeToaa
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(BX®P-npoussogHblie) n JBA-Npon3BoaHbIe U3oLMAHaTOB (MCNOMb3yeMble B KAaYeCcTBe BHYTPEHHEero craHaap-
Ta). N36bITOK peakTiBa 1 pacTBOPUTENS BbiNapuBatoT, a Npobbl pacTBOPSAIOT B aLeToHUTpune. Mpobbl aHanu-
3UPYIOT MeTOAOM >KMOKOCTHOW XpomaTomacc-criektpomeTpun (PKX-MC) c¢ obpalueHHon ason ¢
anekTpopacnbiNnTeneHon noHU3aumen (APWU) B pexunme pernctpauimun nosokuTensHo 3apsiXeHHbIX UOHOB.
KonnuyecTBeHHOE onpeaenieHne NpoBoasaT NyTem perncTpaunm n3bpaHHbiX MOHOB.

KonnuectBeHHOE onpeaeneHne 1 kKa4ecTBEHHbIE OLEHKM MOTYT ObITb BbIMNOMHEHb! C UCNOMNb30BaHNEM
pasnuyHbIX MeToauk XX-MC. [ns onpegeneHus M3oLMaHaTOB C BBICOKUMU KOHLEHTpaLMAMU AoMnycKaeTes
ncnonb3osatb MeToanky XXX-XINM (xeMUntoMUHeCLIEHTHBIN AeTEKTOp a3oTa), a Ansl apoMaTnyeckux nsoLma-
HaToB, aMUHOU30LMaHaTOB 1 amuHoB — XKX-YP[ (yneTpaduonetoBbli geTekTop). CTaHaapTHbIe coeguHe-
HUS MOTYT ObITb NpoaHanuavpoBaHbl MeTogamun XX-MC/XNA. Ana ngeHTudukauum netyunx coeauHeHuin
MOXeT BbITb NCMOSb30BaH rasoxpomMaTtorpadmyecknii TepMonoHHbIN aeTekTop (TUL).

4 PeareHTbl U MaTepuanbl

4.1 PearenTt JBA

CepuitHo BeINyckaeMblii An-H-6ytunamuH (OBA), v. 4. a.
4.2 dtunxnopdcopmuar

CepuiiHo Bbinyckaembl aTunxnopdopmuat (OXP), 4. 4. a.
4.3 PacTBoOp peareHTa

B MepHoii konbe BMecTUMocTbio 1 am3 pacTeopsioT 1,69 cm3 IBA B Tonyorne naoBoasaT obbem pacTBopa
A0 MeTkn. PacTBop cTabuneH, 1 He obasaTenbHO NpU XpaHeHU NpuHUMaThL cnelnansHble Mepsbl.

4.4 Tmppokcug HaTpus, 5 Monb/gm3

B nabopatopHom cTakaH4uke B Boge pacteopsoT 200 r NaOH, nepeHocAT pacTBop B MEpHYH0 Konby
BMecTUMOCTbio 1 AM3 1 JoBOAAT 06LEM pacTBOpa 40 METKM.

4.5 MupunavH
MupuauH, 4. g. a.
4.6 PactBoputenu

PacTeopuTens 4Nsl peareHTa, Kak NpaBuno TONYos U Apyrue pacTBopUTENn — aLeTOHUTPUN U MeTa-
HOM — AOMXHbI BbITb KNacca YACTOThI AN KUAKOCTHON XpomaTorpaduu.

4.7 MypaBbUHasA Kucnorta

KoHUeHTpupoBaHHasa MypaBbUHaa KUCMOTa, Y. 4. a.

4.8 3taHon

BesBoaHbI 3TaHON, OC. 4., C coaepkaHueM OCHOBHOTO BellecTBa 99,5 %.
4.9 MoasuxHble a3kl ana BAXX

4.9.1 XKX-MC

Cnabasa nogswkHas ¢asa (nogswxHaa dasa A) npeactaBnseT coboil cmecb BoAbl/aLeToHUTpuna
(coTHoweHneM no obvemy 95/5) 10,05 % MypasbrHOM kMcNoThl. CunbHas noaswkHas hasa (noasuxHas casa
B) npeactaensieT coboit cmeck Boabl/aueToHUTpuna/meTaHona (¢ oTHoleHueM no o6bemy 5/70/25) n 0,05 %
MypaBbUHOW kucnoThl. [epea ncnonb3osaHneM noasKHblE hasbl AerasvpyoT.

4.9.2 XX-Xnpg

Cnabas nogswkHas dasa (nogaswkHas pasa C) npeacrasnseT coboit cMecb BoAbl/MeTaHomMa (C OTHoLLe-
HueMm no o6bemy 95/5) 1 0,05 % MypasbuHOM kucnoTel. CunbHas noaswkHas dasa (noaswkHas cdasa D) npen-
craBnsieT coboi cmecb Bogbl/MeTaHoNa (C oTHoweHWem no o6bemy 5/95) n 0,05 % MypaBbUHOA KUCMOTHI.
Mepen ucnonbsoBaHMeM NoABuXKHbIE dasbl AErasnpyLoT.

5 CraHpapTHbIe pacTBOpPbI

5.1 CraHpapTHble cCOegqUHEeHMUA

CraHgapTHble coeMHeHnsi Heobxoaumbl AnA onpeaeneHns coeguHeHuin metogomM XKX-MC. [1na cepuit-
HO BbiNyCKaeMbIX aMUHOB aTUNxnopdgopmmnaTHele (OXP) NponssoaHble A5 UCNONb3OBaHUA B KayecTse rpaay-
NPOBOYHLIX CTaHAAPTOB JIEerko NPUroTOBUTL NyTeM NPAMOro NofyyeHus NpPousBodHbIX No peakuum ¢ IT.
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MpoussoaHble amMMHOM3OLMaAHATOB MOMYyYaloT Mo peakuuM oAHON 13 usoumaHatHbix rpynn ¢ [IBA, a apy-
roi — c ataHosnom. lNMepea ncnonb3oBaHWEM B KayecTBe rpagyMpoBOYHbIX CTaHAapToB A0MkeH bbITb NpoBe-
[leH Ka4eCTBEHHbIA U KONMYECTBEHHbIN aHann3 obpa3oBaBLUMXCA CMeLLaHHbIX MPOU3BOAHLIX. MponssoaHble
n3oLMaHaToB, aMMHOU3OLMaHATOB M aMUHOB AN COEAUHEHUIA, HE UMEIOLLMECS B NpoAaXe, MoTyT 6bITb NpUro-
TOBI1€HbI HA OCHOBE TEXHUYECKUX N30LIMaHaToB UM NPOAYKTOB TEPMUYECKON AeCcTpYKUMKn nonuypeTtaHos (MTY).
B kavecTBe anbTepHaTMBbI MOTrYT BbiTb UCMOMb30BaHbI NMOKYMHbIE CTAaHAAPTHLIE PacTBOPbI.

5.2 MpouzBoaHble aMUHOB U AeTepUPOBaHHbIE NPOU3BOAHLIE aMUHOB

CTaHgapTHble pacTBOpbI ANs rpadyupoBKU NPUroTaBNMBaT NyTEM BBEAEHUSA TOYHO B3BELUEHHbIX KONn-
uecTs (MpubnuanTensHo 0,1 Mmonb) amuHoe B 100 cm3 Tonyona. PacTop 3aTem pa3basnsioT 40 KOHLEHTpa-
L NpuBnusnTensHo 0,01 MkMonb/cM3. B nonyyeHHble B ToNyone pacTBopbl 06bemMom 5 cm3 BBOAAT pacTBOpPbI
aMNHOB Taknux 06beMoB, UTOGbLI MONYYNTbL COOTBETCTBYIOLLYIO FpadyvupoBOYHYIO kKpuByto. Mpoueaypy nogro-
TOBKU Npob Ha 3TOM 3aKkaH4YMBAIOT; aHanorn4Has MeToauka npueeaeHa B 8.2.

CWHTEe3 Npou3BOAHLIX 3aKoYaeTCs B crneaytowem:

- pacTBOPAIOT anuKBOTEI, cogepallyme 10 MMOMb aMMHOB 1 IeiTepUPOBaHHBLIX aM1HOB, B 20 cm3 Tonyo-
na. Jo6asnaioT K HAM 150 MM3 nupuanHa 140 cm3 NaOH koHueHTpaumeit 5 monb/am3. 3aTeM Npu NOCTOSHHOM
noMelLLnBaHuM 4o6asnsioT no kanne 1,5 cm3 IXO:

- nowucteveHun 10 MUH oTAeNAOT hpakumio Tonyona;

- BbINApUBAIOT peakUMOHHYIO CMeCb A0 CyXOro ocTaTka B pOTOPHOM UcnapuTene u cylaT ocTaTok nog
BakKyyMOM.

5.3 MNMpouszBogHbIe aMUHOU3OLUAHATOB
5.3.1 lMpuroToBneHue pacTBOPOB NPOU3IBOAHLIX aMUHOU3OLUAHATOB

[nsa HacbIWeHnsa pasnnuyHbiX CMeLaHHbIX NPOU3BOAHBIX aMUHOM30LMAHATOB UCMIONbL3YIOT ABE MeToaU-
k1 — A u B. MzoumnanatHele rpynnel, Hanpumep, B 2,4-TAT uMetoT pasnunyHyto peakLMoHHYIo cnocobHOCTb, U
MoXeT ObITb 06pa3oBaHo ABa Pa3NNYHBIX NPON3BOAHBIX.

Mo meToanke A: pacTBOPSIIOT anuKsoThl, coaepxawue 0,5 mmone usoumanatos (MFAW, 2,4- u 2,6-TAN,
4,4-MIN), 8 50 cm3 nzookTaHa. K pacteopam nsoLmaHaTos Npy NOCTOSHHOM NOMeLIMBaHAN 106aBNsI0T anuk-
BOTY, coaepxatuyto 0,5 mmonb [JBA B uzooktaxe. Mo ucteveHun 30 MyH Kk pactBopam 4o6aBnsioT U3bbITOK 3Ta-
Hona. OcTaBnAT cMecb Ha 16 Y ANsa NpoTekaHusa peakuuun. BuinapualoT pacTBOpLI JO CYXOro octaTtka u
pacTBOPSIIOT €ro B MeTaHore.

Mo meToauke B: pacTBOpAIoT anuksoThl, cofepxaume 0,5 MMonb nsounaraTos (2,4-TAWN), 8 50 cm3 uso-
oKTaHa; Npy NoCTOAHHOM MoMeLLMBaHUU A0baBnsT anukBoTy, cogepxatlyto 0,5 MMonb 3TaHoNa B U300KTaHe,
K pacTBopy usoumaHaTta. Mo ucteueHun 16 4 k pacteopy aobasnaoT usbeiTok [IBA B usooktaHe. Pactsop
oCTaBnAlT Ha 1 4 Ans npoTekaHusa peakuud. PacTBop BbinapusatoT B cnabom notoke asoTta. Ocapok
pacTBOPSItOT B METaHorne.

MaeHTrmKaLuio pacTBOpoB NPOBOAAT B COOTBETCTBUU € 5.3.2.

5.3.2 UgeHTUdUKauusa

Pa3z6aBnsioT pacTBOPLI METAHOIOM 0 COOTBETCTBYOLMX KOHUEHTpauui, naeHTUdLnpyoT nx meTto-
aom XKX-MC 1 npoBoAAT KONUUYECTBEHHYIO oLeHKy MeTogoM XXX-XI[. MeTtoa siBnsieTcs cneuuduyHbIM No
OTHOLLIEHMIO K a30TY, U B KA4eCTBe BHYTPEHHEro ctaHaapTa MoxeT 6bITb Ucnonb3oBaHo Noboe asotcogepka-
Lee coeanHeHune, Hanpumep kocenH. MogobHbIN MeToa ANA APYrnX aHannMTUYEecKMX 3agad npuseaeH B [8], [9],
[10].

5.4 lMpoayKTbl TepMUUECKON AeCTPYKLUU NONUYPETAHOB

5.4.1 MNMpuroToBneHue cMelaHHbIX NPOU3BOAHbIX U30LMAHATOB, aMMHOB U aMUHOU3OLUAHATOB

B npouecce Tepmudeckoin AecTpykuun, Hanpumep MY, obpasyiotca usoumaHaTbl, aMMHOU3OLMaHaTLl U
aMuHbI, He BbinyckaeMble cepuiiHo. MaTepuansl Ha ocHoBe MY MoryT pasnaratbesi PyY COOTBETCTBYIOLLEA TEM-
nepatype. MpoayKTbl TepMUYECKOTro pasnoXeHWs yrnasnmsaoT B UMMUHIKepe (HenocpeCTBEHHO 3a KOTOPbLIM
pacnonoxeH unbTp), coaepxailem pacTsop ABA koHUeHTpaumeid 0,5 Monb/aM3, M BNocneACcTBUM UX Noasep-
raloT npoueaype, onucaHHon B 7.2. Pacteop naeHTuduumpytoT B cooTBeTCTBUM € 5.3.2.

5.4.2 UpeHTudukauuna

KonuyecTBeHHble AaHHble nonydyaoT MeToaom XKX-MC. [laHHble No CTpyKType coeAuHEeHU BMecTe ¢
OaHHBIMK, MONyYeHHBbIMU ¢ NpuMeHeHreM XXX-XI1[, Ucnonb3yoT 4519 BLIMUCIIEHUA KOHLEHTPaUU pasnnyHbIX
KOMMNOHEHTOB pacTBopa. 3ToT pasz6aBneHHbI pacTBop NPobbl C U3BECTHLIM KAYECTBEHHBIM W KONMUYECTBEH-
HbIM COCTaBOM UCMOMb3YIOT KaK rpaaynpoBoUHbIi cTaHaapT ansa XKX-MC.
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5.5 CTabMnbHOCTb NPOU3BOAHBLIX aMUHOB U aMUHON3OLUAHATOB

MokaszaHo, 4To pacTBOpPbl AT-NPOU3BOAHBLIX aMUHOB U O T-ABA-Npou3BoAHbLIX aMuHousouuaHaToB (MAA,
2,4-1n2,6-TOA, TOA, MAW, 2,4-, 4,2- n 2,6-TAUN n F'AN) B Tonyone, aueToHUTpUIE U MeTaHoNe CTaburbHbI B
TevyeHune 6 mec.

6 Annapatypa

6.1 YcTponcTBo oTOOpa npo6

Mpoby Bo3ayxa oT6UpatoT C MOMOLLbIO UMMUHAXKEPHOW KONGbI, HENOCPEeACTBEHHO 3a KOTOPOW pacnono-
XeH punbTp.

6.1.1 ®unbTp

Mcnonb3ayoT hunbTp U3 CTeKNoBosIokHa AnameTpom 13 Mm (6e3 CBS3yIOLLEero BellecTBa) ¢ pasmepom
nop 0,3 MKM.

6.1.2 duneTpoaepxaTennb

McnonbayoT hunbTpoaepxarterb, MU3roTOBNEHHbIA U3 nonvnponureHa, auameTpom 13 MM ¢ HaKoOHeUYHU-
kom IMoapa.

6.1.3 MuHUaTIOPHLIA UMNUHIDKEP

MUWHUATHOPHBIA UMMUHAXKEP COCTOUT U3 KONObI U KOHYCO0Gpa3HOW BXoAHOMU TPYBKA. CoeanHSIIOT ABeE Yac-
T TaknM 06pa3oM, YTobbl paccTosiHMe MeXay BXOAHLIM OTBEPCTUEM U AHOM NPUEMHMKA COCTaBNANo oT 1 Ao
2 mMm. flepxaTens punbTpa NoAcoeanHSIOT B BLIXOAHOMY OTBEPCTUIO UMNUHOKEPA C UCTIONb30BaHUEM UMMNUH-
[xepa ¢ HakoHeYHMKOM JTioapa Ha BEIXOAHOM OTBEpCTUM. B MHBIX criyyasx aepxaTenb hunbTpa noacoeauHs-
tOT K BbIXOQHOMY OTBEPCTUIO UMMUHAXKEPA FMOKOI TpyOKoiA.

6.1.4 Hacoc ans ot6opa npo6, cooTBeTCTBYIOWMIA TpeboBaHUsIM [19], cnocobHBIN k noaaepxaHu pac-
xoaa 1 amM3/MuH ana ot6opa Npob ¢ UCMonb3oBaHMeM UMIUHIKepa ¢ hunbTpoM 1 0,2 AM3/MUH Ana oT6opa
npo6 6e3 pacTBopUTENS B TeYeHue nepuoga otbopa npob.

6.1.5 Tpy6ku

UcnonbaytoT pesnHoBble coeanHUTenbHble TPYBKM Noaxoaawiein AnMHbl U COOTBETCTBYHOLEro AgnameT-
pa, o6ecneynsaroLLe repMmeTUYHOE NOACOeANHEHNE K HAaCOCY U K BBIXOAHOMY OTBEPCTUIO YCTPOCTBA 0TGOpa
npob.

6.1.6 INoBywka napos

Mcnonb3aytoT NoByLLKY BHYTPEHHUM anameTpom 17 mm 1 gnnHoin 140 MM, 3anorfiHEeHHY0 aKTMBUPOBaH-
HbIM Yrriem (co cpeQHUM pa3Mepom HacTul He 6onee 3 MM), pasMeLLieHHYIO MeXay YCTPOWCTBOM Anst oTbopa
npo6 1 Hacocom Ans oT6opa Npob.

6.2 Pacxogomep

Wcnonb3ayoT nopTaTuBHLIA pacxogoMep, obecneumsaloLmin UsMepeHne COOTBETCTBYHOLLLENO pacxoaa ¢
npueMnemMon TOYHOCTbIO.

6.3 XXugkocTHbI xpomarorpad

0Na noBbIlEHWs YyBCTBUTENBHOCTU METOAa, COKPalleHUs BPeMEeHWU TEXHWUYECKOro OBCIyXMBaHus
Macc-CneKTpoMeTpa 1 cBeieHUs K MUHUMYMY pacxoaa NoABWMKHOW dhasbl UICNONb3YIOT XKUAKOCTHBLIA MUKPOXPO-
matorpady. OnvcaHre UCNoNb3yemMoro XUaKoCcTHOro MUKpoxpomartorpada npuseaeHo Huxe. MNpu HeobBxoaun-
MOCTU AaHHbIN NprBop MOXeT BbiTh 3aMeHeH Ha XXKUAKOCTHLIN XpomaTorpac cTaHAapTHOro Tuna.

6.3.1 ABTOMaTM4ecKUn fosaTop

6.3.1.1 XKX-MC

dokycupoBka Npobbl B KONOHKE OCYLLECTBAAETCA C NOMOLLbIO NeTeNb C YaCTUYHBLIM 3anosIHeHUeM (Kak
npasuno, obLlel BMecTUMOCTbIo 10 MM3) NyTem A03UpoBaHUA 2 MM3 aHanNU3UPyeMoro pacTBopa B POMEsKyT-
Kax Mexay BrpbickusaHuem 4 + 4 Mm3 cMecu Boaa/aueToHMTPUI/METaHON ¢ OTHOLIEHMEM KOMIMOHEHTOB Mo
06bemMy 50/30/20. MoryT ObITb UCNONb30BaHbI NoObIEe aBTOMaTUYeCk1e A03UPYIoLLME YCTPOUCTBA, BbiMyckae-
Mble cepuiiHo, obecnevmBatoLLme BNpbLICKUBaHWE pacTBopa ¢ YaCTUYHBLIM 3aNoNHEHUEM NETIN U BMPLICKUMBA-
HUe NPobbl ¢ NPUEMIEMOI TOHHOCTLIO U NPELU3NOHHOCTLIO.

6.3.1.2 XXX-XIA

dokycupoBka Npobbl B KONOHKE OCYLLECTBAAETCA C MOMOLLbIO NeTeNb ¢ YaCTUYHBLIM 3aMnoIHeHUEM (Kak
npaemno, obLien sMecTUMocTbio 10 MM3) NyTem Ao3npoBaHus 2 MM3 aHanNU3NpPyeMoro pacTBopa B poMeXyT-
Kax Mex[y BrpbickusaHuem (4 + 4) Mm3 cmecu MeTaHoN/Boaa ¢ OTHoLIEHWEM No 06bemy KoMnoHeHToB 50/50.
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MOI'YT ObITb MCNOMb30BaHbI MH06ble aBTOMAaTUYECKNe Aosnpyrouine yCTpOIZCTBa, BblMyCKaeMble cepuiHo, obec-
neyvuesawolime BMApbICKMBaHME pacTBopa C 4YacTUYHbIM 3anofIHEHUEM NEeTnn U BRNPBICKMBaAHME I'Ip06bl C
NpUeMIIeMO MOrPELLHOCTbLIO Y MPELN3NOHHOCTLIO.

6.3.2 Cucrema HacocoB (KX-MC v XXX-XNA)

McnonbsyloT Hacoc Ans BbICOKOIMMEKTUBHON KNAKOCTHOW xpomaTorpadumn (BIXKX), nossonsatowmia
NPOBOAUTL rpaAMeHTHOE 3MoUpoBaHue ¢ pacxoaom 100 MM3/MuH.

6.3.3 AHanutu4veckas konoHka (XKX-MC n XX-XNa)
Mcnonb3aytoT konoHKy Ans BOXX, o6ecnevnsatoLLyto pasaeneHune pasfMyHblX aHanuToB.

Mpumep — Modxodsiuseli KoNOHKOU Iensiemces KonoHka PepMap® c, 8’) (pasmepom 50 x 1,0 mm u vacmuya-
MU HanosHUmMesns paamMepom 3 Mkm).

6.3.4 KanunnsapHble Tpy6ku

Mcnonb3aytoT kopoTkue (He 6onee 40 cm) Tpybku ¢ He6ONbLUMM BHYTPEHHUM AUaMETPOM (KakK NpaBuno, He
6onee 0,1 Mm).

6.3.5 [leTekTOopbl

6.3.5.1 Macc-cnekTpomMeTp Ans XuakocTHOro xpomarorpada

Nio6oin coBpemeHHbIn MC, 060pyaoBaHHbIA HaAeXHOM 1 cTabunbHO paboTalolleil cuctemol ynpasne-
HUS anekTpopacnbineHus, obecrneunt HeobxoanMble XapakTepucTuku. [leTekTuposaHue ¢ noMoulbio MCAQ
OCYLLECTBNAETCA NOCPEACTBOM PErncTpaumn NONOXKUTENBHO 3apsXKeHHbIX MOHOB NPU MOHU3aLUMA B YCNOBUSIX
aTMocchepHoro AasneHus. Jns KonmuecTBEHHOro onpeaeneHus NpoBOAAT MOHUTOPUHT BbIGPaHHbLIX MOHOB.
MonHble cnekTpebl NoAyYarT B peXUMe HENPEPLIBHOMO CKaHUpPOBaHMA (Kak npaBuno, B ananasoHe ot 50 go
1500 a. e. M.) Ans ngeHTurKaLum HeusBecTHbIX aHaNUToB. Npu XenaHnn MoxeT OblTb Ucnonb3oBaH YO/,
ycTaHoBMNeHHbIN nepea MCJ. YO aomxkeH 6bITb CHabBXeH NpoTOYHON MUKPOKIOBETON (Kak NpaBumo, BMecTu-
MocTbio 0,3 MM3) Anst cBeASHNS K MUHUMYMY YLLIMPEHUSI MAKOB.

6.3.5.2 XeMUNIOMUHECLIEHTHBIN AeTEeKTOp AN XNAKOCTHOro XpomaTorpada

McnonbaytoT getekTop, cneundpuiecknii No OTHOLEHWUIO K CBA3AaHHOMY a30Ty.

6.4 YnbTpasBykoBasi BaHHa
BozgeiicTeue Ha npoby ynbTpassykom HeobxoaMMo Anst Toro, YTobbl yaocToBeputhbes, Uto AIBA-npons-

BOJHbIE N30UMNaHaTOB PaCTBOPUITUCH B paCTBOPE A1 9KCTPAKLAN N YHTO npo6a, ocTarLancd nocne Bblnapuea-
HUA, AOJDKHBIM 06paso|v| pacTesopunacb B pobaensiemom pacTtBoputene.

6.5 Ucnaputenb
Heob6xoamMmo ncnonb3osaTh 060pyaoBaHUe ANs BbiNapuBaHus pacTBoputenst npobbl, NpeanodTuTesb-
HO BaKyyMHyo LieHTpudyry. NMpuemMnemoi cuuTaoT MeToaMKy MSArkoro BbinapuBaHnUs, MOCKOSbKY CYLLECTBYET

PUCK, YTO XECTKOe BbiMapuBaHUe MOXEeT MpuBecTU K notepsAMm Haubonee netyunx OBA-npousBoaHbIX
n30LnaHaToB.

6.6 CteknAHHasA nocyaa

CTeknsiHHas nocyaa, CTeKNsIHHbIE MEH3YPKU U MepHble kKonbbl (MepHble KoNnbbl A0MKHBI COOTBETCTBO-
BaTthb [18]).

7 O160p Npo6 BO3AYXA

7.1 MNMoprotoBka k oT60opy Npo6 B ycnoBusax naopartopuu
7.1.1 OuucTtka o6opyaoBaHus gnsi otéopa npo6

UMnnHmKkepbl pa3bupatoT Ha YacTy M MoMeLLaloT B pacTBOP WENOYHOMro MOLLIero cpecTBa MUHUMYM Ha
2 4. BepxHtoto YacTb MPOMbIBaIOT paCTBOPOM LLENTOYHOTO MOIOLLEro CPeAcTBa, 3aTeM YNCTON BOJON U B 3aKIio-
YeHWe AenoHU3NpPoBaHHON BoAoW. Hacaaky npu ee 3akynopke NomMeLlaoT B yNbTPasBYKOBYIO BaHHY, a 3aTeM
NpoAcIKaoT 04MCTKY. HUKHIOH YacTb ounaoT B NabopaTopHoi nocyaoMoeyHoi MalumHe. Obe yactu cylat
B CYLUMMbHOM LLKady.

KacceTbl hMnbTPOB M NPOKNaaKM NorpyxaroT B CTEKMAHHBIA NabopaTopHbI CTakaH ¢ aTaHonom, obpaba-
ThbIBAIOT y1bTPa3BYKOM B TeUeHUe No KpaiHen Mepe 15 MUH, NpOMbIBaoT AeMOHN3UPOBAHHOW BOAOW U CyLIaT B
CYLUWMbHOM LKady.

" PepMap® — NpVYMep CepuiiHO BbinyckaemMol npoaykuun. MHdopmaums npyeegeHa ans yaobctea nonb3osarte-
neli HaCTOSILLEero CTaH4apTa U He CNYXWUT PeKiamon AaHHOW NpoayKumm ¢o ctopoHsl NCO.
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7.1.2 MNpuroToBneHue pacTBoOpa peareHTa U Npo6Upok c pacTBOPOM ANAl IKCTPaKL MU

MoAaroTasnnBatoT Npo6YpKY ¢ pacTBOPOM peareHTa AN UMNUHIKepoB, cogepxalume 10 cm3 pacTeopa
OBA koHUeHTpaLmeln 0,01 monb/am3. Eciv aMuHb! M aMUHOM3OLMaHaThI B ra3006pasHoM 1 TBepaoM COCTOSAHM-
AXYNaBNMBatoT pasgenbHo, TO NoAroTaBIMBatOT NPOBUPKM C paCcTBOPOM A SKCTpakLUm unbLTPOB, cogepxa-
wue 10 cm3 pactsopa [IBA koHLUeHTpauuel 0,01 mons/am3.

7.2 NMopgroToBka k oT6OPY NPOG B yCNOBUAX NPUMEHEHUA

CobupatoT cuctemy oT6opa Npo6, NprcoeanHsasa K BbIXoay UMMNMHOKepa kacceTy ¢ (UNbTpaMu U3 cTek-
nosornokHa. MNepeHocsaT pacTBop peareHTa B UMMMHAXEP.

Hacocbl ¢ noacoeaMHeHHoM cnucTeMoit oTéopa npo6, cogepkallein UMNUHOXKep ¢ pUnLTPoM, kanmbpyroT
C MOMOLLbHO NMOPTaTUBHOIO pacxodomepa. Ha Bpemsi rpagyvpoBKM 3anoHsIT UMIUHAXEP PacTBOPOM peareH-
Ta cooTBETCTRYOLLEero o6bema. Pacxoa npu oT6ope Npob AomkeH cocTasnsTh 1 AM3/MUH.

7.3 OT60p Npo6 Bo3gyxa
7.3.1 OT6op Npob

Ons cooTHeceHNs pesynbLTaToB U3MePEHUI C NpeaenbHO A0NYCTUMbIMU YPOBHAMU NPodeccUoHanbHoro
BO34eCcTBUA Npobbl 0T6MpateT B 30He AblXaHusA paboTHuka. [ns onpeaeneHuns pucka gns paboTHuka 6biTb
noaBeprHyTbIM BO3AENCTBUIO M30LMaHaTOB 0TOMpatoT cTaumnoHapHble npobbl Ha MoboM yvacTke pabodero
MecTa, rae BO3MOXHO VX BblAeNeH1e B BO3AYX M BO3aeNcTBMe Ha paGoTHUKOB. Takke BaXHO y4MThIBaTL NpoLie-
AYypbl, BEINOMHsIEMble HeYacTo, HanpMMep TeXHUYeckoe 0b6Cny>xnMBaHue Unn pemMmoHT. Pasnninsa matepuanos
napTuii MaTepraroB Takke criegyeT y4nuTbiBaTh Npy oT6ope npob. OTbupatoT gocTaTtouHoe YUeno npob, 4Tobbl
NpOBECTM NpeacTaBUTENbHYO OLEHKY BO3AENCTBUS.

CrauwnoHapHble Npobbl MOryT BbITb 0TOBpaHbI Kak thoHOBbIE MPOBLI UM NPOBLI, OTPaxarLwme Hauxya-
LUNA NCTOYHMK BbIGpocoB. PoHoBbIe NPobbl 06bIYHO OTOMPAaOT Ha YPOBHE rofioBbl, MPUHUMAas BO BHUMaHUe
YPOBEHb ronoBkl pabo4mnx Npu BeiNonHeHUM pabounx sagad. MNpobbl 4ns 06HapyKeHUs MCTOHHNKOB BbIGPOCOB
WM HAaMXyaLWWX UCTOYHMKOB YacTo oTOMpatoT 6rm3ko k paboyvemy npoLleccy, 1 oHW He 0bs3aTenbHO A0KHbI
6bITb NPeACcTaBUTENbHBIMU AN ornpeAeneHns Bo3eNCcTBUS Ha pabounx, HO ABMSIOLLMXCA NpeAcTaBUTENbHDI-
MW ONA OeHTUDUKaLUM «TOPAYMX TOYEK», B KOTOPBIX B Te4YeHue paboyero npouecca BbiAensioTcs BpeaHble
BellecTsa.

7.3.2 OT60p Npo6 c ucnonb3oBaHMeM UMNUHOKePa U DUNbTPa

YcTaHaBnuBatoT cuctemy otbopa npob, npukpennss obopyaoBaHue k ogexae paboTHUka Tak, 4Tobbl
BXOAHOe OTBepCTNe Haxoauock B 30He AblXxaHusa, Npy nepcoHansHom oT6ope Npob, unu ctaumoHapHo Npu
oT6ope Npob B KOHKPETHO 30He . MoAcoeamHAT HAacoc K cucteme oT6opa Npob 1 pasmeLlaroT NOBYLLKY ANd
MapoB € aKTUBMPOBAHHLIM YriieM Ha [IMHUW MeXay HacocoM U cucTemoit otbopa Npob Ans 3awWmuTel Hacoca oT
napoB pacTBopuTens. YoexaatoTca B TOM, 4To obopyaoBaHue ans otbéopa npob He HapylwaeT HopMasbHbIN
xof paboThbl, 1 YTO UMAVHAXKEP MOXET YAepXKMBaTbCA B BePTUKaNbLHOM NOMOXeHUN BO BpeMA BCero nepuoaa
oTbopa npob.

Mpu roToBHOCTU KOTGOPY NPOG BKNOYAIOT HACOC. 3anuchiBaloT BpeMs Havana ot6opa npo6. Mo okoH4YaHuK
nepuoga otbopa npob nsmepsioT pacxoa. OnonackueatoT umnuHapkep 0,01-monsipHbiM pacTsopoM [1BA B Tony-
one. [MNepeHocaT pacTBOp A5 ONONACKUBaHUS U pacTBOP U3 UMNUHXKEPa B NPODUPKY U1, B3s1B hUNbTP U3 CTEKIo-
BOSIOKHA MUHLETOM, MOrpyXaloT ero B Npobupky ¢ pacTBopoM npobbl unn B NpobupKy ¢ pacTBOpOM Ans
aKcTpakumu. Npu nepeHeceHun hunbTpa B pacTBOP Al 3KCTPaKLUMM MOXET 6bITb onpeaeneHo KonM4yecTBo U30-
LpaHaToB B TBEPAOM COCTOSIHUW, NPOXOAALLMX Yepe3 UMMUHAKEP (T.€. YacTULbl AMaMeTpoM NpubnusnTensHo ot
0,01 go 1,5 MKM) oTAeNbHO OT U30OLMaHaATOB B ra3o0bpa3HOM COCTOSIHUM U KPYNHBIX YacTul, (6onee 1,5 MKM),
YNOBMEHHbIX B UMNuUHDKepe. UnniocTpauma npoueaypbl otbopa npob npueBeaeHa Ha pucyHke 2. Bolumcnsiot
o6bem Bo3ayxa, NPonyLLEeHHOro Yepes YCTPoOUCTBO oTbopa nNpob, no BpemeHn otbopa npob 1 cpeaHemy 3Haue-
HUIo pacxofa Bo Bpemsi oTbopa npob6. O6uee Bpemst oT6opa npob orpaHuyeHo (NpubnusutensHo 30 MUH), ecn
TOMbKO BO BpeMA oTbopa Npob B UMNUHAXKeP He 4o06aBNsIOT pacTBOp peareHTa.

7.4 XonocTtble Npo6bl

B kaxgoi cepun npo6 AomMKHO BbITb COOTBETCTBYIOLLIEE YMCIIO, HAMPUMED TPU XOIOCTLIX NPobkI, Nony-
YeHHbIX B YCMOBUAX MPUMEHEHUS, XONOCTbIX NabopaTopHbIX Npo6 U XonocThix Npob peakTUBOB.

XonocTele Npo6bl ANa ycnosuit NnpuMeHeHUss — 3To Npobbl, ¢ KOTOpbIMU 0BpaLLaloTCs Tak ke, Kak v ¢ apy-
rMMu npobamu Ha MecTe NPUMEHeHUA, 3a UckIiloYeHneM cobeTBeHHO npoLiecca oTbopa Npob (He NpokaunBaT
BO34yX). XonocTtble nabopaTtopHble NPobbl HEOOX0AMMBI ANs ONpeAerieHns B criydae Hanuuus 3arpsisHeHus,
€cny oHO UMeNo MecTo B nabopaTopum UnNn B NONEBLIX YCIOBUSIX.

XonocTble Npobbl peakTUsoB NPeacTasnsaloT coboi Npobbl YNCTOro ToNyosa, B KOTopbie B NpoLlecce noa-
roTOBKU He 6bin Ao6aBneH BHYTPEHHUIA cTaHaapT.
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1— pacTBop A7 UMNMHIKEpa NEPEHOCAT B UMNUHIKEPHYIO CKASHKY; 2 — U3MEPSIIOT Pacxof 1 KanvbpyroT Hacoc Af1s otéopa npob
Ha pacxof M3MUH; 3 — oT60op NPo6bl BO3Ayxa; 4 — U3MEPSAT pacxo; 5 — NepeHoCAT pacTBop Npobbl U3 UMNUHAXKEPa B NPOOGUPKY;
PUNLTP NEPEHOCAT B 3TY WK B APYTYIO NPOGUPKY C PaCTBOPOM /151 IKCTPaKLn

PucyHok 2 — Cxema npoueaypbl ot6opa npob
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7.5 UcxoaHble MaTepuansbl

Ha kaxaom pabodyem MecTe xenartenbHo 0TEMpaTh NPobbl MICXOAHLIX MaTepPUasos NPU NOAO3PEHNN, YTO
B NpoLlecce paboThbl OHU BbIAENSIOT aMUHbI, aMUHOUSOLMaHaThl U usoumaHatel. OT6op npo6 1 AanbHelee
nccneaoBaHve MaTepuanos B nabopaTtopun NPoBOAAT ANsl OLEHKU BO3AEACTBUA, €CNU U3BECTHO U ecnu
€CTb M0A03PeHNe, YTO OHM MOTYT BbIAENATbL aMUHbI, aMUHOU3OLMaHaThI U u3oLumMaHaTel. UccneaoBaHne MoxeT
COCTOATh M3 3KCTPaKL UKW, HarpeBaHus UM APYroit ux 06paboTku, BLINMOMHEHHOM M0 BO3MOXHOCTU TaKKe, Kak v B
npoLecce paboyein onepawnu.

7.6 TpaHcnopTupoBaHue Npoo

Mpo6upku c pacTsopamu npob JBA B Tonyone TpaHCNOPTUPYIOT B UHAUBUAYanbHbIX by TRapax npeanov-
TUTENbHO B BepTMKaribHOM nonoxeHuu. MNpobupku ¢ pactsopamum Npob AoMmKHbl ObITe pa3MelleHbl BAanu ot
Mobbix 0TobpaHHbLIX NCxodHbIX MaTepuanos. CooTBeTCTBYOWMM obpa3oM cneayeT cobnmogaTb npasuna
TpaHCNOPTUPOBKU BpeAHbIX (ONacHbIX) MaTepuarnos.

8 MoparoToBka Nnpo6 B naboparopum

8.1 Cepusanpo6

Kaxgas cepus npob (kak npasuno, 50 npob) BkoyaeT B cebsi HEKOTOPOe YUCNOo XONoCThIX NPob Ans
YCMOBWIA NPUMEHEHNs1, ABe XonocThle Npobbl peakTUBOB, ABe XONocTble NPobbl BHYTPEHHUX CTaHAapToB U
COOTBETCTBYIOLLEE YMCIIO CTaHAAPTHBIX pacTBOPOB. XonocTble Npobbl BHYTPEHHWUX CTaHAapTOB NpeacTaBs-
toT cobol pacTBOpPLI peareHTa U3 ToM e NapTuK, YTO U pacTBOp peareHTa, cnonb3yemblii ans otéopa npob, B
KoTOopble B npouecce noaroTosku 6b1n gobaBneH BHYTPEHHWUIA cTaHAapT. XonocTele Npobbl peakTMBOB — 3TO
Npo6bl YUCTOrO TONYona, B KOTOPbIE B NpoLiecce NOAroTOBKU He 6bin Ao6aBneH BHYTPeHHUIA CTaHaapT.

8.2 Mpouepypa noaroToBKU NPo6

[nsa npuroToBneHns cTaHaapTHLIX pacTBOPOB B anuvKBoTHI pacTBopoB [IBA B Tonyone koHUeHTpauuen
0,01 mons/ams 1 o6bemom 10 cm3 BBOAAT COOTBETCTBYIOLIME KONUYECTBA MPOU3BOAHBIX aMUHOB U aMUHONSO-
UnaHaToB A4S NOCTPOEHNSA rpaaynpoBOYHOM KpUBOIA. MNpu coBMECTHOM onpeaeneHn UsounaHaToB B CTaH-
AapTHble pacTeopbl BBOAAT Takke IBA-npoussoaHbie usoumnaHatos (cm. UCO 17334-1).

Mocne nony4yeHnsi npo6 Bo3ayxa, oToOGpaHHLIX B YCNOBUAX NPUMEHEHUS, AeTepupoBaHHbIE NPON3BOA-
Hble aMUHOB (BHYTPEHHUWE cTaHAapThl) 4o6aBNA0T B pacTBOpbl Npob Bo3Ayxa, B cTaHAAPTHLIE pacTBOpbI, B
pacTBOPLI XONOoCTbIX NPo6 Ans ycnosun otbopa n B Xonoctble Npobbl BHYyTpeHHUX cTaHaapToB. [Npn coBMecT-
HOM onpeaeneHnn N3oLMaHaToB K 3TUM pacTBopam A4o6aBnsIoT Takke AeTepupoBaHHbIE NPOU3BOAHLIE U30-
unaHaToB (cMm. MCO 17334-1). NomeLryaloT pacTBOPbLI B YNbTPa3BYKOBYIO BaHHY Ha 15 muH. Ecnu B pactsope
Npo6kl NPUCYTCTBYIOT (hUNBLTPLI, TO UX MOMELLatoT B LleHTpudyry Ha 10 MuH (3000 06/MuH). MNepeHocaT nuneT-
ko pacTBOpbI NPo6, CMbITLIE C OUNBbTPOB, BYUCTLIE NPo6UpKK. Ahrphl kKapbaMUHOBOM KUCMOTHI 06pasyoTcA B
pesynbTaTe ABYX3TanHoii AepusaTtusaLmm npu AobasneHun 3 cm> NaOH koHuUeHTpaumeit 5 mornb/am3, 10 Mm3
nupuamHa n 50 mm3 OX®. Mpobkl BCTpAXMBAIOT B TeueHue 15 MUH 1 opraHnudeckyio chasy oTAenaioT 1 Buinapu-
BaloT gocyxa. OcTaTku pacTeopsitoT B 0,5 cM3 aLeTOHTPUNA U NOMELLIAIOT B yNbTPa3ByKOBYIO BaHHY Ha 15 MUH.

9 Hacrtponkanpubopos

9.1 Mporpamma ans BbICOKO3(h(PeKTUBHON XUOKOCTHOM XpomaTorpadum ¢ ucnonb3oBaHuem
Macc-cnekTpometpa (BIXKX-MC)

[ns oaHoBpeMeHHoro onpeaeneHnst NpoU3BOAHbLIX aMUHOB, aMUHOU3OLIMAHATOB U U3OLMaHaTOB MOXET
6bITb UCMONb30BaHa NoABWKHas hasa Npu crieayoLwmx yCrnoBusX:

- pacxoa: 100 Mm3/MuH;

- 0—20 MuH: NnuHerHbIN rpaauneHT, oT 40 % o 80 % noaswxHou chasbl B;

- 20—25 MWH: NOBTOPHO NPUBOAAT B paBHoBecue rnpun 40 % noasuxkHon gasbl B.

Ecnu onpegensitoT 04HO U HECKOMbKO NPOU3BOAHLIX, TO XpoMaTorpaMMma MoxeT OblTb NonyyeHa B
peXXume N3oKpaTUECKOro 3MoMpoBaHNs NN rpagMeHTHOro 3II0MPOBaHUA C NOABUXKHON chason noaxoasLlerc
cocraBa.

9.2 Mporpamma Ansa Bbicoko3hheKTUBHOM XXUAKOCTHOU XpoMaTorpadumu ¢ UICNonb3oBaHUEM
XeMUIIOMUHEeCLIEHTHOro AeTekTtopa (BIXKX-XINA)

[Iinga onpeaeneHus konuyecTsa [IGA-NpoU3BOAHBIX B CTaHAaPTHLIX pacTBopax, NoAroToBNeHHbIX B nabo-
paTopuu, 06bIYHO Npu Borlee BEICOKUX KOHLEHTPaLMSIX, MOXeT 6biTb UCTIONb30BaHa NoABWKHasA hasa npu cne-
AYIOLLMX YCIOBUSIX:
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- pacxoa: 100 MM3/MUH;

- 0—20 MUH: nuHenHbIA rpagmeHT, oT 40 % ao 100 % noaBwkHOM dasbl D;

- 20—25 MyH: NOBTOPHO NPMBOAAT B paBHoBecue npu 40 % noasuxkHon dpasbl D.

B 3aBMCUMOCTIM OT CBOICTB aHan1Ta, cogepailerocs B npobe, MoXeT ObITb NPOBEAEHO 3NI0NpoBaHue
npu 6onee cUNbLHOM UK criaboM rpagueHTe NOABUKHON chasbl UMW N30KPATUYECKOE 3MHOMPOBaHUE.

9.3 Macc-cnekTpomeTp

HacTpoiiku macc-cnekTpoMmeTpa 3aBUCAT B BOMbLLOK CTeNneHu OT TUna ucnonb3yemoro npubopa. Ontu-
MU3auuio pexxuma paboTbl, Kak MpaBumio, BLIMOSHAIOT NpU nogaye NoaBuKHOM dasbl, cogepkallein npoussoa-
Hble apoMaThYeckux U anuaTMyeckux aMMHOB U aMUHOU3OLIMaHAaToB npu pacxode 100 mm3/muH. Ana
KOHKPETHBIX aHanMToB 1 onpeaensieMbIX MIOHOB OMTUMaribHbIe HACTPOWKA pasnnyHbl. PakTuyeckme HacTPOWMKU
He SIBNA0TCA ONTUMaribHbIMU ANA BCeX UccrnenyeMblX COeJUHEHWIA.

[ns KonnyecTBeHHOro onpeaeneHus NPOBOAAT perucTpauuio nsépaHHbIX MIOHOB, HANPUMeEpP MOJIEKYNsIp-
HbIX MOHOB [MH]™*, HO Takke MOTyT 6bITb UCMONb30BAHBI U APYrMe TUMUYHBIE UOHBI:

- ana ABA-Npon3BoAHbLIX TUMUYHO 06pasoBaHue MonekynapHLIX noHos [MHIY, [(ABA)H]* (m/z1) = 130),
[(OBA)CO]* (m/z=156), [MH-129]* u[MNa]*;

- ANsi NPpoun3BoAHbIX aMUHOB TUMUYHBIMK siBnsitoTes [MH]*, [MNal*, [M-46]* u [M-92]*;

- AN NPOU3BOAHBLIX aMUHOWM3OLIMAHATOB TUNUYHBIMK aBnAloTca [MH]*, [MNa]*, [M-46]*, [M-129]*,
[(OBA)H]* (m/z = 130) n [(ABA)CO]* (m/z = 156) (cM. npunoxeHue B).

[na naeHTnduKkaLmm HemsBeCTHbIX U30LUMaHaTOB PErUCTPUPYIOT Macc-CrneKT pbl B PEXXMME HenpepbiBHO-
ro ckaHupoBsaHusa (kak npasuio, ot 50 go 1500 a. e. M.).

10 O6paboTka AaHHbIX

10.1 UpeHTUdUKaLun

Ona ugeHTnd1KaLumM nsoumaHaToB Bpems yaepXusaHus M3bpaHHbIX MOHOB Ha XpomaTorpammax, nony-
YeHHoe Ans Npo6, cpaBHMBAOT CO BpEMEHeM YAEPXKUBaHUS, MOSyYEHHbIM ANsl CTaHAapTHBIX PacTBOPOB U
BHYTPEHHUX CTaH4apTOB.

10.2 NpaaynpoBoOUHbIe KpUBbLIE

MamepsatoT nrowagn Nnkos, COOTBETCTBYIOLWNX NPON3BOAHBIM aMUHOB N aMUHON3OLIMAHATOB U BHYTPEH-
HeMy CTaHAapTy, U BbIMUCIIAIOT UX OTHOLWEHWE. 3aTeM CTPOAT rpacnk 3aBUCUMOCTU NOSTYHEHHOTO OTHOLLEHUSA
OT KoHLUeHTpaLuun. KoadrLMeHT koppensuun AokeH cocTaBNATb He MeHee 0,98. 3HaveHus koadpduumeHTa
Hwxe 0,98 yBenuuaT HeonpeaeneHHoOCTb, Kak MpueeaeHo B 11.2.

WHoraa B cnyyae 60nbLLOro AMHaMUYeCcKoro AuanasoHa MoXeT NPUMEHATLCA KBaapaTUiHas annpoKcu-
Maums rpyaynpoBOYHbIX KPUBLIX. TUM 1 YCNOBUA NCMONb30OBaHUA N3MePUTENbHON annapaTypbl MOTyT 3aTpo-
HYTb NWHEWHOCTb TrpagyupoBkn. B HekoTOpbIX cnydasx MoxeT OblTb [A0OCTaTOMHO KBaApaTUYHLIX
KanmMBpoBOUHbIX KpMBbIX. OAHAKO crieayeT OCTOPOXHO UCMONb30BaTh KBaApaTUYHYO annpoKCUMAaLIMio, YTOBbI
OHa He noBnuaAna Ha 3 eKTUBHOCTL MeToAa.

10.3 Konu4yecTtBeHHOe onpeneneHue

KonuyecTBeHHO coegnHeHUs onpedensoT Mo rpagyupoBOYHON KPUBOM HA OCHOBE OTHOLLEHUS NIloLLa-
el N1KoB Npobbl U BHYTPEHHero cTaHaapTa.

11 OnpeaeneHue pabouynx xapakTepuCcTUK

11.1 O6LKe nonoxeHUs

NamepeHne cogepkaHns nsoLmMaHaToB B BO3Ayxe paboyei 30Hbl UMeeT CBA3aHHY € 3TM Heonpege-
NEeHHOCTb, KOTOpas MOXeT BbITb BbipaXeHa Kak cyMMapHas HeonpeaeneHHoCTb Ui paclumpeHHas Heonpeze-
neHHocTb (eM. [11] unu [12]). MosToMy oLeHKy HeomnpeaeneHHOCTU He0BX0AMMO BLINOMHATL B COOTBETCTBUAM C
OOHWUM W13 3TUX ABYX CNocoboB ee BhipaxeHMs. B 06oux cnyyasx aTa oleHka BkNoYyaeT B cebs onpegeneHne
BKNaJ0B B HeoNpeaeneHHOCTb, BLIMNONHEeHHOE Npyi abopaTopHbIX UCMbITAHWUAX U UCTILITAHUSX, BOCTIPOU3BO-
OSLLMX YCNOBWSI NPUMEHEHUS, UNIN Ha OCHOBE UMetoLLencs nHpopmaumn. MNMonyveHHble 3Ha4eHUs1 Heonpee-
NEeHHOCTN U3MEPEHUs 3aTeM MOryT ObiTb CpaBHEHbl C MNpeaBapuTeSlbHO YCTaHOBMEHHBIMU KPUTEPUAMU,
Hanpumep ycTaHoBNeHHbIMW B [11], WnuM NpedyCMOTPEHHBIMU HaLMOHAaMNbHEIM U MeXAyHapoaHbIM
3aKoHo4aTeNbCTBOM.

") miz — oTHOWeEHME Maccs 3apsKeHHOro (parmeHTa MOIeKynbl K ero 3apsigy.

10
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11.2 CooTBeTcTBYIOLMUE BKNaAbl B HeonpeAeneHHOCTb U UX KpUTepum

Tab6nwuua 1— CooTBeTcTByIOWMNE BKNAALI B HEONPEAENEHHOCTb U UX KpUTEPUN

Bknaabl B HeonpeaeneHHocTb O6o3HaueHue | MoanyHkT Kputepuii
O6bem npobbi Viam 11.3.2
Pacxop npu ot6ope npo6 — kanubpoBka Geal OTtHocutenbHasa HeonpeaeneHHoCTb
<2%
Pacxoa npn ot6ope npo6 — pa3bpoc Aq <5%
Bpemsa ot6opa npob t OTHOCUTENbHAs HeonpeAeneHHOCTb
<0,1%
Temnepatypa BO Bpems oTbopa npob T OTHOCHTENbHanA HeonpeaeneHHOCTb
<4 %
[aeneHue Bo BpeMsi oT6opa npob p OTHOCHTENBbHAA HeonpeaeneHHOCTb
<2%
Macca ananuta Msam 11.3.3
CtabunbHOCTbL aHanuTa BO BPEMS XpaHe- Kas He HabniopaeTca cyuiecTBeHHON pas-
HUS HUUBI MeXay pe3ynbTatamu W3mepeHun
Ansa npo6, nony4eHHLIMK A0 U Nocrne xpa-
HEeHnA
OhPeKTMBHOCTb peakumn/3KCTpakumm Egre bonee 90 % npu npeaenbHOM 3Hade-
HUU C OTHOCUTENBHOW HeonpeneneHHoc-
o0 <3 %
Macca w3oumaHaTta B rpagympoBOYHbBIX Mcs 11.3.3 OTHOCHTENBbHAA HeoNpPeaeneHHOCTb
pacTtBopax <2%
HecooTtBeTcTBME TrpagyvpoOBOYHOrO rpa- LOF OTHOCUTENbHBIE Pa3HOCTU B npege-
duka nax guanasona rpagyvposku < 3 %; npwm
npegenbHOM  3HAYEHWM  KOHUEHTpaumu
u3oumaHaTa B CTaHOApTHOM pacTBope
<2%
Opelith BbIXOAHOIO CMrHana B MPpoOMeXxyT- Dr 11.3.3 3 %
Kax mMexgy rpagympoBkamu
Mpeun3noHHOCTb aHanUTMYeCKoN npoLe- r <1%
Aypbl
CenekTMBHOCTb s Paspewenune > 1
YpoBeHb XONOCTLIX MNOKa3aHU mgL 11.34 < 50 Hr Npu OTHOCUTENBHOW Heomnpe-
aeneHHoctn < 5 %
MexnabopaTopHble Bapuaumm bl 11.3.5 OtHocuTeneHas HeonpeaeneHHoCTb

<75%

11.3 OueHka MeTPONOrn4yecKux XxapakrepucTuk B COOTBETCTBMU C NOAXOAOM, AeTanbHO

onucaHHbIM B [12]

11.3.1 OdbbekTUBHOCTL yNnaBnMBaHUA B 3aBUCUMOCTU OT pacnpeaeneHusi HacTuL, No pasmepy
MoapobHoe onucaHue TpeboBaHNA N METOAOB ONpeaeneHns AaHHON XapaKTe puUcTuKn npmeeaeHo 8[12].

11.3.2 OT60p Npo6 Bo3ayxa
11.3.2.1 O6bem npobbl BO3AyXa

OtobpaHrHbIn 06beM Bosayxa Vg, ,, BBIMUCTAIOT HAa OCHOBE pacxoAa Bo3dyXa, MU3MepeHHOro Ao 1 nocne
oT6opa npob, kak yctaHosneHo 8 NCO 16200-1, no chopmyne

11
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v, =Ystart * dend -t (1

sam 2

rae Vgam — 0TOBpaHHbIi 06beM Boaayxa (kak npasuno, cmd);
Gstart — PACX0A B Havane nepuoaa ot6opa npobbl (kak Npasurio, cM3/MUH);
Qend — PACX0A B KOHLE Nepuoaa 0T6opa Npobbi (kak Mpasuso, cM3/MuH);
t — npogomKNTENLHOCTL 0TGOPa NPO6, MUH.

HeonpeaeneHHOCTL pesynbTaToB M3MepeHusi 06 bema oTobpaHHOro Bo3ayxa ckinabliBaeTcs U3 Heonpe-
OeneHHOCTeN, CBA3aHHbIX:

- Cu13MepeHuaMM pacxoda 4o 1 nocne otéopa npob,

- CU3MepeHUaMU BpeMeHM oTbopa npob,

- CUW3MeHeHVsAMU pacxoda Bo Bpemsi oT6opa npob.

Takas HeonpeaeneHHOCTb MOXeT BbITb BblUMCNIEHa No hopmMyre

2 2
uz(vsam) _ Uz(qstart)+ uz(qend ) + u_t N Uvarg (2)
Vszam @start + Gend) t2 [(qstart + Jend )i|2
2

B KOTOPOI MocrneaHWi YneH npeactaBnsaeT coboi BKMag B HeonpeaeneHHOCTb, CBA3aHHbLIA C USMEHEHNAMN
pacxoa Bo BpeMs nepuoga otéopa npob.

11.3.2.2 Bpewmsiotbopa npob

Bpems ot6opa npob ¢ MoxeT BbITb U3MEPEHO C NOrpellHOCTbIo B Npedenax +0,5 MuH. Ana npoaonku-
TenbHoCcTK oT6opa Npob 8 4 oTHoCUTENbHAA HeonpeaeneHHOCTb U3MepeHui t coctasnaeT NpUBNU3nTeNsLHO
0,1 %, 1 eto MOXHo npeHebpeyb.

11.3.2.3 WameHeHus pacxoaa Bo Bpemsi otbopa npob

Pacxoa Bo Bpems oT6opa npob HenssecTeH. HeonpeaeneHHOCTb, 06ycrnoBneHHas U3MeHeHUAMU pacxo-
Aa B0 BpeMsi 0TGOPa Npob, Uy, o MOXET ObITb OLleHeHa Ha OCHOBE NMPEeANOSIOKEHUA 0 paBHOMEPHOM pacnpeje-
neHuu no chopmyne

u2 _ (q start “9end )2 (3)
varg ~ 41 2 :

11.3.2.4 TMpuseaeHue 3HaveHnin o6bema Npobbl k 3agaHHBIM TeMrepaType U AaBNeHuo

[Lns npuBeaeHnsa sHaveHuii o6bema npobel K 3aJaHHBIM TeMMepaType 1 AaBneHuo Heobxoaumo sHaTb
AeicTBUTeNbHbIE CpeaHWe 3HauYeHNsl TemnepaTypbl U AaBreHus Bo BpeMsi oT6opa npob. 3HaveHus Heonpeae-
neHHocTel, 06yCcnoBneHHbIX XapakTepucTukamm cpecTs U3MepeHnii TemnepaTypbl T U AaBneHUs p, NUCnosb-
3yeMbIX Ans NpuBeAeHUs K 3agaHHbIM YCNOBUAM, MOTYT BbITh NOSy4eHbl Ha OCHOBE:

- pesynbTaToB pearbHbIX U3MEPEHUA C y4eToM HeonpedeneHHOCTH, oByCcnoBeHHoN rpagyupoBkoi
AaT4ynKoB TemrepaTypbl 1 AaBneHus, no popmyne

U2 = u2 + Sr%eas , 4)
cal n

rae U., — HeonpeaeneHHocTb, 06ycnoBeHHas rpagyvpoBKo 4aTYUKOB;
Smeas — CTaHAApTHOE OTKIOHEHWe PesynbTaToB U3MepeHU TemnepaTtypbl/aasneHus;
N — 4ncno pesynbLTaToB U3IMEPeHU TeMnepaTypbl/AaBneHuns;
- UHopMaLnK o NpeaenbHbIX 3HAaYEHUSIX TEMMEPaTypbl U AaBreHusl Bo BpeMsi oTGopa npob B npeano-
NOXEHWN X paBHOMEPHOTO pacrpeeneHus.
Hanpumep, ecnu npeaensHble s3HavyeHUs Temnepatypbl Toin U Tiax
06YyCrnoBneHHYH M3MeHeHeM TemnepaTypel T, BbIMUCAAIOT No hopmyne

M3BECTHBI, TO HeoNpeaeneHHOCTb,

2 + (Tmax _Tmin )2 (5)
cal 12 .

Kak npaBuio, nepBbii YneH B hopMyne He3HauyuTeNeH rno CpaBHEHUIO CO BTOPbIM.
11.3.2.5 CymmapHas HeonpeaeneHHoCcTb 06bema Npoobbl

12
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MpeacTaBneHHbie Bolllie BKNaabl B HeonpeaeneHHOCTb CyMMUPYIOT U HeonpeaeneHHoCTbL o6bema npo-
6bl, NPUBEAEHHOTO K 3aaHHBIM YCIMOBUAM, BLIYUCTSIOT no hopmyne

u?(Vam, spT)  U?(Vsam) N u(T) N u?(p) ®)
2 N 2 F2 —2 7
Vsam,SPT Vsam T p

r,qef— cpeaHee 3HauyeHWe TemnepaTtypbl Bo Bpemsi otbopa npob;
p— cpeaHee 3Ha4YeHue AaBneHns Bo BpeMsi oTbopa npob.
11.3.3 AHanus

11.3.3.1 Macca aHanuTta B npo6e
Maccy nsoumnaHata B npobe Bo3ayxa Mg, ,, BBIMUCNAIOT No hopmynie

M. = Manal : (7)
M E ool - AS -kas - ERe

rae E.o — adpdextmBHoCTb ynaBnusaHus;
AS — HecTabunbHocTb ycTpoiicTea oT6opa npob;
kpg — cTabunbHocTb aHanuTa B npobe;
Erg — 3 (eKTUBHOCTb peaKLn/aKCTpakLmum,
Mgnal — Macca nsounanarta B npobe Ges yyeTta Nonpasku.

11.3.3.2 CtabunbHocTb aHanuTa

CTabunnbHOCTL aHanuMTa goskHa ObITb YCTaHOBNEHa SKCNEepPUMeHTanbHO Ans YCNoBUN XpaHeHus (Bpe-
Ms, TeMnepaTtypa 1 Apyrve okpyxawoume ycnosus), TUNUYHBIX Ana KOHKpeTHon nabopaTopun. UcnbitaHus
HeobX04MMO NPOBOAUTL NPU YPOBHE COAEPXKaHUA U3oumnaHaTa, COOTBETCTBYIOLEM KOHLEHTPauun, 3ksusa-
NEeHTHOM NpeaebHO A0NYCTUMOMY 3HaYeHU 0.

Mpw BpemeHn t= 0 1 BpemMeHU t omkeH BbITb NpoaHanMsupoBaH paa npob (n = 6) B ycnoBUAX NoBTopse-
mMocTun. Ansa o6ounx 3HaueHuiA BpeMeHn npobel cnegyeT Bbi6upaTh cryvanHbiM 06pa3oM 13 napTum penpeseHTa-
TUBHBIX NPo6, 4TOBbl CBECTM K MUHMMYMY BO3MOXHble CUCTEMaTUUYECKUe U3MeHeHUa coaepXaHui. [Ans
NpoBepKnN CTabUNBHOCTN NCNONbL3YIOT t-kpuTepuii CTbloAeHTa (4BYCTOPOHHUIA KpUTEPUIA NPU YPOBHE AOBEPU-
TenbHol BeposATHOCTU 95 %). HeonpegeneHHocTb onpegeneHuss cTabuibHOCTU COCTOWUT W3 BKNAaAoB,
06YCNOBMEHHBIX:

- decopbumeit (cnyvaiHas coctasnsolas apdeKTMBHOCTU Aecopbunn);

- rpagyvpoBKOU (CryvaiiHas cocTaBNsoLWwas rpagynpoBKku);

- MPeLn3NOHHOCTbIO, OTHOCALLEACS K aHanMTnyeckom npoLeaype;

- Heo4HOPOAHOCTbIC NapTuM Npob.

Mo cywecTBy, BKNag B HeonpeaeneHHoCTb, 06YCMNOBMNEHHbIN onpeaeneHnem K, g, yKe BKIoYeH B apyrue
BKMaAbl B HeonpeaeneHHOCTb 1 HEeT HeOBXO0AMMOCTH €ro Y4YUTbIBATb.

11.3.3.3 OdbhekTUBHOCTL peakunn/akcTpakLMm

3HavyeHns apheKTUBHOCTN peakLMn/akCTpakLMn n3oumnaHata u ee HeonpeaeneHHOCTb, Kak npasurio,
Mony4atoT Ha OCHOBE NOBTOPHBLIX N3MEPEHWI aTTecToBaHHbIX 06pasLoB cpaBHeHUa (AOC) nsoumaHaTa unm
npoaykta(oB) ero peakuun. HeonpegeneHHoCTb, 0ByCMOBEHHYIO HEMOMHOTON peakuun/aKkeTpakummn, s
YPOBHSI coepXXaHnsa usoumaHaTta, CooTBETCTBYOLEro npedenbHo 40MYCTUMOMY 3HaYEHMWIO, BBIMUCASAIOT Ha
OCHOBE BKMa0B:

- HeomnpeaeneHHOCTM KOHLeHTpaL M cTaHAapTHOro pacTsopa;

- CcTaHOapTHOro OTKMOHEeHWS cpeaHero n3snevyeHuns;

- cMeLlleHus cpedHeit Macchl nsoLnaHaTa B npobe no oTHOLWEHWIo kK Macce u3ounaHaTta B AOC.

HeonpeaeneHHOCTb BbIMUCASIOT No chopmyrne

2 2

u u 2= = 2 8
ERE _ “mcrRMm , S”(Mpg)  (MbE ~McRrm) (6)
2 2 —2 2 ’

Ere  Mcrm  Moe Merm

rae Mgy — atrectoBaHHasi macca nsounararta 8 AOC;
Umerm — HeonpeaeneHHocTb aTTecToBaHHOM Macchl nsounaHata B AOC;

Mpe — cpeaHAA Macca nsolimaHarta, onpeaeneHHada npn aHannse,

13
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s(Mpg) — cTaHAapTHOe OTKIIOHEeHWe cpefiHed Macchl, MOSly4eHHOW Ha OCHOBE Pe3yNbTaToB MOBTOPHBIX
N3MepeHUiA.

MocneaHWm YneHom B hopMyrne, NnpeacTaBnsitoLMM coboil HeonpeaeneHHOCTb, 06yCNoBAEHHYIO 3HaUU-
MbIM CUCTEMaTUYECKUM CMELLEHUEM 3HAaYEHNSl U3SMEPEHHOW MaccChl OT aTTeCTOBAHHOIO 3HAYEHWUS, MOXHO npe-
HebpeYb, ecnu:

- CMeLleHNe CTaTUCTUYECKA HE3HAUMMO NPU YPOBHE A0BEPUTESbHON BEPOATHOCTUN 95 %;

- BBejeHa nonpaska Ha cCMeLleHue.

Ecnn AOC HeT B Hanu4umn, To cneyeT UCNoNb3oBaTh MaTepyas HauBbICLLEro MeTPOSIOrMYeckoro KayecTea.

11.3.3.4 HeckoppekTupoBaHHas Macca aHanuTa

HeonpeaeneHHOCTb HECKOPPEKTUPOBAHHOM Macchl aHanuTa obycnosneHa:

- HeonpeaeneHHOCTbIO KOHLEHTPaLUN coeUHEHUS! B UCTIONb3YEMbIX CTaHAAPTHBIX PacTBOpaXx,

- HecoOTBETCTBMEM rpagyupoOBOYHON (DYHKUMN,

- ApeitcboM BbIXOAHOrO cUrHana geTekTopa Mexay rpagyupoBkamu,

- MNpPeLm3nNOHHOCTbIo aHanmsaa,

- CENeKTMBHOCTbLI XpomaTorpaduieckoil CUCTEMBI.

11.3.3.5 pagynpoBoYHbIe CTaHAAPTHBIE PacTBOPHI

HeonpeaeneHHOCTb coepXkaHus nsoLmaHaTa B UCMOMb3yeMbiX CTaHAAPTHBLIX pacTBOpax 3aBUCUT OT
TuNa cTaH4apTHOro pacTeopa.

[na cTaHOapTHBIX pacTBOPOB B TONYOSE MW aLe TOHUTPUIE HeonpeaeneHHOCTb 6yaeT COCTOATL U3 chne-
OYOLMX BKNadoB:

- HeornpeaeneHHOCTU YACTOTbI U3oLMAHATE Up,, M3BECTHOMN U3 COMPOBOANTENLHON AOKYMEHTALIN 3ro-
TOBUTENS, KaK NPaBuo, NpeAcTaBnseMoi Kak MUHUMaTbHBIA YPOBEHb YNCTOTHI, P, HANPUMEP

- p=99 %, oTHOCUTENbHas HeonpeaeneHHOCTb, 0DYCOBEHHAs HaNM4YMeM NpuMecein, 3agaBaemas kak
(100 — P) %, nnun

- p =99 %, oTHOCUTENbHAaA HeonpeaeNeHHOCTb, OLleHNMBaeMas B NpeanonoXeHUM paBHOMEPHOro pac-
npegenenus, no dopmMyne

2. _(100-p)? (9)
pur 12

- HeonpeaeneHHOCT B3BELUMBAHWUA BELWECTB U PACTBOPOB, T. €. MOrpeLHOCTN UCNOoSb3yeMbIX BeCOB
uweigh- .

Mpwn nonyyeHUn pesynbTaToB MO pasHOCTU B3BELUMBAHWUIW BKNaa HeonpeaeneHHoCTU pesynbTaTa B3Be-
LnBaHUA, KaK npasuno, BbINUCTAOT MO cbopmyne

2 502
Uyeigh = il

(10
rae Uy, — NOTPEeLIHOCTb UCMOMb3YEeMbIX BECOB.

EcnumeTtoa, ycTaHOBMEHHbIN HACTOALWUM CTaHAapTOM, NPUMEHSIOT AN onpeAerieHns ApYrux coeguHe-
HWIA, KPOME U3oLMaHaTOB, TO KOHLEHTpaLNA nsoLuuaHaTa B UCMonb3yeMblX peakTuBax U ee HeonpeaeneHHoCTb
OOIKHbI 6bITb YCTAHOBIIEHBI U UCMOSBb30BaHbI NPU OLEHKe HeonpeaereHHOCTU, ONMCaHHOW B HacTOSLEM
NyHKTe.

11.3.3.6 HecooTBeTcTBUE rpagynpoBO4HON hyHKUMN

HeonpeaeneHHOCTb, 0BYCIMOBMEHHYO HECOOTBETCTBUEM rPagyUpPOBOYHON PYHKLUKU, BLIMUCTIAIOT ASIS
KOHLeHTpauum (CooTBETCTBYIOLLEA Macce nsoumaHaTa, 0To6paHHOro Npu npeaeisHOM 3HaueHUM ) Mo OTKIOHe-
HUAM OT rpafyUpPOBOYHON (DYHKLIMU, NONyYEHHOW METOAOM HaUMEHbLUUX KBaApaToB A1 IMHENHON perpeccuu,
AeneHHbIM Ha KOHLIeHTPpaLMIo B cCTaH4apTHOM pacTeope, no hopmyne

2
u2 _(mregr —mstd) _ 2 (11)
LOF __mz— =P
std
rae mregr — Macca M3oumaHaTa, BbIYUCIIEHHasA No ypaBHEHUIO NMUHENHON perpeccum, NpyU ypoBHE KOHLIEHTpa-

unm CtTaHaAapTHOroO pacTteopa, Haubornee TOYHO COOTBETCTBYOWEeM Macce usounaHarta B npoGe
Apu npeaefnbHOM 3Ha4YeHUU KOHUEeHTpaLuun;
Mgy — Macca usoLlMaHata, NpUCyTCTBYIOLLEro B COOTBETCTBYOLWEM CTaHAAPTHOM PAcTBOpE;
p — OTHOCUTENbHasA pa3HOCTb ANA 3afaHHOro YpOBHA MacCOBOW KOHLIEHTpauun.

14
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MpumeyaHue— HecooTBETCTBUE rPadyMpPOBOYHON XapakTepucTukv 6yAeT BHOCUTL BKI1aA B HEONpeJeneH-
HOCTb, 0BYCIOBMNEHHYIO HEMNOMHOTOM SKCTPAKLMU UNW PeaKLym, ecrim 3P eKTMBHOCTb peaKLUn/aKCTPaKuMm 3HaUNTENbHO
oTnuuaetcsi oT 1. B 3TOM criyyae He3aBUCUMO OT TOro, Gbla N BBeAeHa Nonpaeka Ha HeMonHOTY peakuumn/akeTpakumum,
HeornpeaeneHHocTb, 06yCroBNeHHY0 HECOOTBETCTBMEM rPaayMpPOBOYHO XapakTepucTUKK, He criedyeT yunTeiBaTh Npu
OLeHKe HeonpeaeneHHOCTU.

11.3.3.7 [Opend BbIXOAHOIO cUrHana getexkropa
HeonpeneneHHocTb, 0BycrnoBneHHyo ApeiichoM BbIXOAHOIO curHana getektopa Dy, oueHMBaloT Ha
OCHOBE& OTHOCUTENbHBLIX PasHOCTEN BbIXOAHLIX CUrHAMNOB MexXady nocriefosaTenbHbIMU rpagyMpoBKaMn no

dopmyne

2 (ry —rn_1)? (12)

2
12 I'n —Th-1
2

rae r,, — BbIXOJHOWN cUrHan AeTeKkTopa ans ctaHaapTHOro pacTeopa, Hamboree TOYHO COOTBETCTBYHOLLMA Mac-
ce usoLmaHaTa rnpu ero NpeaensHOM coaepkaHnm B npobe;
N — 4UCno NOBTOPHbIX aHaNU3oB.

11.3.3.8 lMpeunsMoHHOCTb aHanusa

HeonpeaeneHHOCTb, 06yCNoBNEeHHYI0 HEAOCTATOMHON MPELM3MOHHOCTLIO aHanmsaa Uy, oLeH1BaT Npo-
BeJeHWeM aHanmnsa cTaHgapTHbIX PaCTBOPOB OAHOMO Y TOTO XXe cocTaBa B YCIOBUAX NOBTOPSAeMOCTU. [pn aTom
NpoBOAAT He MeHee LUeCTU MOBTOPHbLIX aHann30B. HeonpeaeneHHOCTb BEIMUCASIOT Mo opmyne
2 ﬁ (13)

u- = 3
r FZ

rae Syng — CTaHOapTHOE OTKIIOHEeHWE BbIXOAHbBIX CUTHaNoB Npuy NoBTOPHLIX aHanuaax;

r — cpepHee 3Ha4YeHNe BLIXOAHOrO CUrHarna.

Mpwu oLeHKe HeonpeaeNneHHOCTU AaHHBIN BKNAA yXKe BKITIoYeH BO BKNaabl B HeonpeaeneHHoCTb npu onpe-
AeneHum acpekTMBHOCTU Aecopbummn, NO3TOMY HeT Heo6XOAMMOCTW €ro YUUTLIBATDL.

11.3.3.9 CenekTUBHOCTb aHannsa

UcnonbayeMas cuctema pasgeneHus (konoHka ansa BOXKX, rpagueHTHas nporpamma) AosmkHa 6biTb
ONTUMU3MPOBaHa [N CBeAeHWA K MWUHUMYMY HeonpedeneHHOCTU, obycnoBneHHoN (HesameyeHHbIM)
COBMECTHbIM 31I0MpOBaHUeM NOTeHUNanbHbIX MeLLaIoLLUX BELLEeCTB.

PaspelieHue ucnonbsyemornt BOXKX cucteMbl BeMUCTIAIOT o hopmyne

Ro_ At (14)
0,85(WB + w )’

rae Af, — pasHOCTb BpeMeHW yaepXuBaHUa aHanuTa u MelliatoLero BewecTsa, c;
Wpg — LIMPpUHA NKa U3oLMaHaTa Ha NoyBLICoTe, C; MHAEKC B oTHocUTCA K usoumnaHary;
W, — WApMHa NKa Melwawero BellecTBa Ha MonyBbICoTe, C; MHAEKC | oTHoCcUTCA K MellaroLieMy
BeLleCTBY.
PaspeLweHue R gomkHo 6biTe 6onee 1. B aToM cnyvae makcuMansHas HeornpeaeneHHocTb, 06ycrnosneH-
Hasi COBMECTHbLIM 3MNHNPOBaHUEM, cocTaBnseT 2,5 %. TunuyHbIi BKNaa B HeonpeaeneHHocTs cocTaBuT £0,7 %.
11.3.3.10 CymmapHas HeonpeaereHHOCTb U3SMepPeHUs Macchl U3oLaHaTta
MpuBeaeHHkIe Bbille BKTaabl B HeonpeaeneHHOCTb 06beAMHSIIOT N HeonpeaeneHHOCTb U3MepeHns Mac-
Cbl cCOeQUHEHWS, UCKITIOUas HeonpeaeneHHoCTb, 0byCNOBNEHHY0 HeAOCTaTOYHOM NPEeLN3SUOHHOCTLIO, BbIYNC-
nsawT rno opmyne

2 2 1
u (manal) _ ustd +U2 +U2 +U2 ( 5)
m2 - m2 LOF " "Dr sel
anal std 15
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11.3.3.11 CymmapHas HeonpeaeneHHOCTb U3MepeHusi Macchl U3oLmaHaTos B npobe
Bknagbl BHeonpeaeneHHocTb, npuseaeHHble 8 11.3.3.4—11.3.3.8 1B 11.3.3.10, 06beauHsA0T M Heonpe-
AeneHHOCTb U3MepeHWst Macchl CoefinHeHus B Npobe Bo3ayXa U(Mg,,y,) BEIMACNAIOT Mo hopmyne

2
2 2 u 16
U (Mgam) _u (manal)+ ERE (16)
2 2 2
Msam manal ERE

11.3.4 Macca coeguHeHuUs B XxonocTou npoGe

Maccy nsoumnaHaTa B xonoctom npobe mg, onpegensoT NpoBeeHNeM aHanusa psaa XonocTbix npob B
YCMOBUSIX NOBTOPSIEMOCTU; HEOBXOAMMO NPOBECTN HEe MeHee LUeCTN MOBTOPHbIX aHanu3oB. HeonpeaeneH-
HOCTb BBIYUCIISIIOT C UCMOMb30BAHUEM YITIOBOIO KO3hdULMEHTa rpagyupoBOYHON OYHKLUK, 3KCTpanonmpo-
BaHHOW B TOUKY, COOTBETCTBYHOLLYH YPOBHIO CUrHana xoocton npobel, no opmyre

(17)
ui(mg) = ==,

roe sg. — CTaH4apTHoe OTKIIOHEHWE Pe3ybTaToB MOBTOPHbLIX aHANU30B XONOCTLIX NPob;
bg — yrnoson koabrLIMeHT rpagynpoBOYHOrO rpadnka, 3KCTPanonMPoOBaHHOTC K YPOBHIO XONOCTbIX
nokasaHui.

Ecnuv curtan xonoctoro oneiTa B TpU pasa MeHbLUe YPOBHS LLYMOB AeTeKTopa Mpu BpeMeHUN yaepmsa-
HWS U3oLMaHaTa, TO YPOBEHb CUrHana XonocToro onbiTa 1 ero HeornpeaeneHHocTb crneayeT BblYMCAATb Ha
OCHOBE YPOBHS LUYMOB [ieTeKTopa ¢ UCMonb3oBaHMeM KosdduLmMeHTa rpagympoBoYHoin yHKLMK, SKcTpano-
NMPOBaHHON K HYNEBOMY YPOBHIO BbIXOAHOIO CUrHana, y4uuTblBas ero pasHOMepHoe pacrnpegefieHue, no
dopmynam

_ 3 18
Mg = ZIT%’ (18)
9r? (19)

uz(mBL) = 70,

rAe ro — YpOBeHb LLYMOB;
bg — yrnosom ko3 DULIMEHT rpaaynpoBOYHON (DYHKLIMM NPU HYNEBOM YPOBHE BbIXOAHOTO curHana.

11.3.5 MexnabopaTopHble BKINagbl B HeonpeaeneHHOCTb

Bo3MOXXHO OTCTYNMEeHWe 0T YCTAHOBMEHHON NpoLeypbl NPpoBeAeHNUs aHanu3a, onNUCaHHOro B HACTost-
LLeM cTaHdapTe, NPy NPMMEHeHUM ero B pasnuuHbix naboparopusax. OkoHyaTenbHas oueHKa AONOSHUTESb-
HbIX BKNadoOB B HeonpeaeneHHOCTb MoOXeT OblTb onpeAeneHa KONWYECTBEHHO MpoBeaeHueM
MexnabopaTopHbIX CIIMYEHWUI, OXBaTbIBAIOLLMX:

- BCH NpoLieaypy U3MepeHuin, Bktoyasi otbop npob;

- aHanMTUYecKyto YacTb NpoLeaypbl USMEPEHUA.

Me>knaGopaTopHble CrindeHusl 4oMKHbI ObiTb opraHusoBaHbl B cootBeTcTBUN ¢ UCO 5725-2 c ucnonbao-
BaHMeM o6pasLIoB ACCTATOMHOM oAHOPOAHOCTU AN obecneveHna Toro, 4Tobbl BkNag B MexnabopaTopHyio
HeomnpeaeneHHOCTb, 06YCNOBIeHHbI HEOAHOPOAHOCTLIO, BbiN He3HaYnTenbHLIM. Ha NpakTuke, kak npasuio,
[0CTaTO4HO, YTOBbI HeonpeaeneHHoOCTs U3-3a HeOAHOPOAHOCTM Bbina <2 %.

11.3.6 CymmapHas HeonpepeneHHOCTb

CymMapHyto HeonpeaeneHHOCTb M3MepeHns cogepxaHuna nsoumnarara B npobe sosayxa u(C,,) nony4ya-
toT 06beaAnHEHNEM BKMaAoB B HeornpeaeeHHOCTb, BbluncneHHbIX no dbopmynam (6), (14), (18) n (19), npnbas-
nas (npu HeobxoaMMocTN) MexnabopaTopHyto HeonpeaeneHHoCTb, No hopmyne

Ug(cm) = uz(msam) + uz(mBL) + uz(vsam,SPT) + ut2,|' (20)

rae Uy — MexnabopaTopHbIi Bkaa B HeornpeaeneHHoCTb.
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11.3.7 PaclumMpeHHas HeonpeAeneHHoOCTb

PaclmpeHHyto HeonpeaeneHHOCTb U3MEPEHUI COAePXKaHWA usoumaHaTa C npu ypoBHe A0BEPUTENLHOM
BepoATHOCTU 95 % nonydatoT ymHoxeHuem Ug(C,,) Ha koadhbuLmeHT oxsarta 2.

11.3.8 HeonpegeneHHOCTb UCX0AA U3 KpUTepueB 3PPeKTUBHOCTU

O6beanHeHne HeonpeaeneHHOCTEN, yCTaHOBNEHHbIX ANA pabounx xapaktepucTtuk (11.2), npuseaeT K
Hamxyawemy cryyato. MonyyeHHas cymmapHas 0THOCUTENbHas HeonpeaeneHHOCTb, BbiMucneHHas no 11.3.6,
6yneT coctaBnATh okono 10 %. PaclunpeHHas HeonpegeneHHocTs — 20 %.
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Mpunoxenne A
(cnpaBouHoe)

PaGouue xapakTepucTUKu

A.1 OueHxun HeonpeaeneHHOCTN Ha OCHOBAHWUN INTEPaTYPHbIX AaHHbIX

HaHHble no Bknagam B HeonpegeneHHOCTb, NpuBeAeHHble B Tabnuue A.1, 83aTbl u3 [6], [13]1—{[17] v nonyueHsl npu
Banuaaunm MeToaa, yCTaHOBNEHHOTO HAaCTOSILLMM CTaHAAPTOM, M MO Pe3yNbTaTam OLEHOK.

Ta6nwuua A1— Bknagp B HeonpeaeneHHoOCTb

Bknagb! B HeonpeaeneHHOCTb Heonpepenen- KommeHTapuii
A pen HOCTb, % P
O6bem npobbl 4 Insi npobbl Bo3ayxa, oTo6paHHON B Teue-
Hue 15 MUH npy pacxoge 1 AM /MuH
Pacxoa npu ot6ope npob — kanubpoeka 2 WMuctpykuum no kannbpoeke npubopa
Pacxoa npu ot6ope npob — pasbpoc 3 OueHka
Bpems oT6opa npob 0,2 —
Temnepatypa Bo Bpems oTb6opa npob 1 OueHka
HaeneHue Bo BpeMsi oT6opa npob 1 OueHka
Macca aHanuTa (onpegeneHHas nyTem B3geLwu- CopgepxaHue aMuHa B CTaHAAPTHLIX rpa-
BaHusl) 3 AyVPOBOYHbIX pacTBOpax, onpeaeneHHoe ny-
TEM B3BELUMBaAHUSI COeaUHEHUIN
Macca aHanuTta (No pesynbTataMm aHanmsa ¢ CopgepxaHue ammHou3oumaHaTa, onpe-
xXna) 11 genenHoe metogom XKX-XJ11
C1abunbHOCTbL aHanMTa BO BPeMsi XpaHeHUs MpeHebpexumo Cwm. [13], [14] v [15]
mana
OpheKTMBHOCTb peakumn/akCcTpakumum 6 OueHka, 4aHHbIX HeT
Macca aMMHOB B CTaHA4aPTHbBIX FrpagyMpoOBOYHbIX CogepxaHne amuHa B CTaHZapTHbIX rpa-
pacTBopax (onpeaerneHHasi NyTeM B3BeLUMBaHWS) 1 OYyMPOBOYHBIX pacTBOpax, onpeaerneHHoe ny-
Macca amuHOM30LMaHaToB B CTaHAaPTHbIX rpa- TeM B3BELUMBAHUSI COeAMHEHUIA.
OYVPOBOYHbIX pacTBopax (onpeaeneHHass no pe- CogepxaHve amuHousoumaHaTa, onpe-
aynetatam aHanwaa ¢ XJ1) 10 aenenHoe metogom XKX-XJ11 [16]
HecooTBeTCTBME MPagyMpOBOYHON XapaKkTepuc- —
TUKU 1
[peid BbLIXOAHOTO curHana B npomexyTkax | MNpeHebpexnmo MonpaBka Ha apelid npubopa BBeaeHa ¢
Mexagy rpagympoBKamm marn MCMOMNb30BaHWMEM BHYTPEHHUX CTaHOApPTOB
[6], [17]
Mpeun3MOHHOCTb aHanUTUYECKON Npoueaypb! 2 —
CeneKTUBHOCTb MpeHebpexumo Wcnonbaosanue metoga XKX-MC o6ecne-
mana YMBaeT BbICOKOCENEKTUBHOE ONpeeneHve
YpoBeHb XONOCTbIX MOKa3aHUM MpeHebpexumo —
man
MexnabopaTopHble Bapuaumm 10 OueHka, JaHHbIX HET

A.2 CymmapHas HeonpeneneHHoOCTb

OueHKa cymMapHoi HeonpeaeneHHOCTU MacCOBOW KOHLUEeHTpaumm amMmmHa coctaenset 12 %. OueHka cymmapHom
HeonpeaeneHHOCTM MacCOBOM KOHLUEHTpaLuy aMuHonaoumnanarta coctaensiet 16 %.

A.3 PacwwnpeHHas HeonpeaeneHHoCTb

Mpu ko prumeHTe oxBaTa, paBHOM 2, pacluMpeHHas HeonpeaeneHHOCTb NPU onpeaeneHnn CoaepKaHusi aMUHOB
cocTtaenT 24 %, amnHonsoumaHaTtoB — 32 %. B aTom cnydae 6ygeT 4ONoNHUTENbHbIV BKNa B HEONpeaeneHHoCTb (40 Tex
nop, NOKa ero He y4UTLIBALOT), CBA3AHHbIN C 3CPGEKTUBHOCTHIO yNaBnmBaHws, ecnv HeobxoavMoe yrnasnusaHue npoeeae-
HO B COOTBETCTBUM C ycrioBusiMu oT6opa npob.
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MpunoxeHune B
(cnpaBoy4HOE)

Mpumepsbl

B.1 Mpumep 1: cTaHAapPTHbIN pacTBop
Ha pucyHke B.1 npeactasneHa XXX-MC xpomartorpamma pacTsopa, cofepxaliero pasnyHoie J5A-nponssogHble

n3ounaHaTosB.
NoaN-ABA A

MIAM-IBA X _
MIN-ABA a

X
Q
I
oLpOX I

TAAV-OBA
TON-OBA Xa

rA0N-IBA X

rAN-ABA *J1

JCI MAU-3T-OBA

TAN-OT-ABA

FAU-3T-IBA

A
)'I'( MAOA-3T
X

N X0 opex

MIA-3T

A TAOA-OT
A _ THA9T
A _ rooA-oT
FOA-3T

A = OVL-ABA

NL-ABA

AUL-IBA

A
A
A AMULL-IBA
A
A

O>OXEPLOX

MWL-OBA
——  WUK-OBA
N\ nJl_ miz=156
)K m/z=130
50 15,0 X

X — Bpemsa yaepxunBaHusa fR muH

PucyHok B.1 — XXX-MC xpomaTtorpamma pacTteopa, cogepxatiero 0,15 mkr/cm3 pas3nuyHbix JBA-npon3BogHbIX
nsoymaHaTtoB, OXP-ABA-Npon3BoOAHbIXaMUHON3OLMAHATOB U X P-NPOU3BOAHbLIX aMUHOB
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MpunmMmeyaHusa

1 Mpwn aHanu3e BbIbpaH PeXum pernctpanmm oTAeflbHbIX MOHOB A5 22 pas3/iMyHbIX MOMEKYNSAPHbIX MOHOB [MH]+u
MOHOB COTHOLWEHMSAMK Macchl K 3apsay mlz= 130 n 156 a. e. Mm.

2 BblicoTa nNuKoB, Kak hyHKUMS BpeMeHn yaepxmBaHusa fRnpuHaTta 3a 100 % (B npon3Bo/sibHOM Maclutabe).

B.2 Mpumep 2: cBapka MeTan/IMYeCKNX IMCTOB, NOKPbITbIX MY, NCNONb3yeMblX B KOHCTPYKLUM aBTOMa-
LWNH

Mpo6a Bo3ayxa 6blna oTo6paHa B aBTOPEMOHTHOV MacTepcKoil BO Bpemsi CBapku MeTas/Inyeckum 3N1eKTPoaoM B
cpefie rasa MeTasiIMYecknx IMCToB, NOKPbITbIX MY. OT60p NPo6 NPoBOAMIM Ha paccTositHuKM 20 cM OT MecTa CBapku B Teue-
HMe 2 MVH npu pacxoge 1aM3/MUH.

B npo6Ge Bo3ayxa 6blin 06HAPYXeHbI cneayloline n3ounaHatbl, aMMHOM3oUMaHaTbl U aMUHbl (CM. PUCYHOK B.2):
700 MKr/m3;
................................................................................................................................................... 67MKr/M3;

120 MKr/m3;
190 mMKr/m3;
540 mKr/m3;
390 MKr/m3;
820 MKr/m3;
............................ 67MKr/M3;
270 mkr/m3.

PucyHok B.2 — XXX-MCxpomaTorpamma, noflydyeHHas B pexume perncrpaymm n3bpaHHbIX MOHOB, A8 Npo6bl BO3ayXa,
onucaHHol B npumepe 2

MprnmMmeuyaHne — BbicoTa NUKOB, Kak(PYHKLMA BpeMeHn yaepxusaHus fR, npuHaTa 3a 100 % (B Npon3BOIbHOM
Maclitabe).

B.3 Mpumep3: cBapka Tpyo6, NOKPbIThIX MY

Mpob6a Bo3ayxa Gblna 0To6paHa Ha OTKPLITOM BO34yXe BO BPeMs CBapku Tpy6 LieHTpasim3oBaHHOro TensnocHabxe-
HUS, NOKPbITLIX MEHONONNypeTaHoM Ha ocHoBe M. [iBe Tpy6bl 6bl/IM COeAMHEHBI ApYyre APYroM, U C KOHLA KaXaoM Tpyobl
ONMHOM npnbnuantensHo 20 cm nepef cBapKoi 6bls1I0 CHATO NeHonoAnypeTaHoBoe NokpbiTve. MNpoba 6bina oTobpaHa Ha
paccTosiHum 20—40 cM 0T MecTa CBapku BOM3K 30HbI AblXxaHUSi paboTHUKA.

B npo6e Bo3ayxa 6bl1M 06HApPYXeHbl cnefyoline nsounaHaTbl, aMMHOU30LMaHaTbl 1 aMUHbl (CM. pucyHok B.3):

870MKr/m3;
.. 42MKr/m3;
42MKr/M3;
1100 mKr/m3;
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Yk

1200.

800-

400-

Y — C, Mkr/m3, 1 — mnsoumaHoas kucnora (MLK); 2 — metunusounanat (MAL); 3 — cheHnnnsoumaHart (PULL); 4 — meTuneHamde-
HungmamvH (MAA); 5 — meTuneHgmudeHunamumHonsoumnarat (MAW); 6 — 4,4-meTuneHgnderHnngmmsoymnanat(4,4-MAN);
7— 2,4-MAWN; 8 — Tpuuuknnyeckuii MON;
0 — [0NA MaccoBOl KOHLEeHTpauumn coeanHeHns, 0To6paHHOro B UMNUHAXEPHOW Konbe;
B — [10/19 MacCcOBOW KOHLeHTpauun coeiuHeHuns, 0To6paHHOro Ha unbTpe U3 CTEKI0BOJIOKHA

PucyHok B.3 — MaccoBast koHueHTpauusi C n3oumaHaToB, aMUHOM30LMAHATOB U aMHOB B Npo6e Bo3ayXa C ykazaHuem
[0/ MaCcCOBOW KOHLEHTPaLUWM, NPUXOASALLEACS HA UMNUHAXKEP U PUNbTP

B.4 Mpumep 4: macc-cnekTpbl AXP-npon3BoaHbIX aMUHOB, OXP-ABA-npon3BoaHbIXaMUHON3O0LNAHATOB

nABA-Nnpon3BOAHbLIX N30LMaHATOB

C NOMOLLbI0 Macc-CNeKTPOMETPUN MOXET 6bITb NOJlyYeHa BaxHasa MHopMaLms 0 coeJMHEHUAX, NPUCYTCTBYIOLLUX B
npo6e. NaeHTndurkauma npom3BoaHbIX BO3MOXHaA 6narofaps Hannumio 6ubamoTekn CNekTpoB A8 XapakTepucTnieckmnx
hparmeHToB Monekyn. Ana ABA-npon3BOAHbIX TUNMYHO 06pa3oBaHne MonekynApHbIX MOHOB [MH]+ 1 3apsXeHHbIX YacTul,
[(ABA)H]+ (m/z= 130), [(ABA)CO]+ (m/z = 156), [MH-129]+ 1 [MNa]+.

[Onsa 3X®d-npon3BogHbIX aMUHOB TUMNYHO 06pa3oBaHMe MOMEKYSAPHbIX MOHOB [MH]+, [MNa]+, [M-46]+n [M-92]+.

Ona 3Xe-ABA-Npon3BoAHbIX aMMHOM30LMaHATOB TUMMYHO 06Gpa3oBaHne MOJSEKYNApHbIX MoHoB [MH]+, [MNa]+,
[M-46]+, [M-129]+, [(ABA)H]+ (m/z= 130) u [(ABA)CO]+ (m/z = 156) (cm. pucyHok B.4).
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X — m/z; Y — oTHOCUTESNIbHAsA UHTEHCUBHOCTb, %

PucyHok B.4 — Macc-cnekTpbl C ykadaHMeM OTHOCUTENbHOW UHTEHCUBHOCTY ansa dT-npounssogHoro MAA (A),
OXo-ABA-nponssogHoro FAN (B) n ABA-npounssogHoro AW (C), nonyyeHHble MeTOA0M XULKOCTHON XpomaTo-
macc-cnektpomeTpun (XKX-MC) c obpaweHHon dha3oin ¢ 3neKkTpopacnblINTeNbHOW noHn3aumen (APN)
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Mpunoxenne OA
(cnpaBouHoe)

CBepeHnA 0 COOTBETCTBMU CCbINMOUYHbIX MeXAyHapoaHbIX CTAHAAPTOB HauNOHANLHLIM CTaHAQPTaM

Tab6bnunua OAA

0O603Ha4YeHUe CCbINOYHOro CreneHb 0O603Ha4eHUe U HaUMeHOBaHUe
MeXyHapoaHoro ctaHpapta COOTBETCTBUA COOTBETCTBYIOWEro HAUUMOHANBLHOrO CTaHaapTa

1ISO 16200-1 IDT FOCT P UCO 16200-1—2007 «Ka4ecTBo BO3AY-
xa pabouelii 30Hbl. OT60P NPO6 NeTy4mnx opraHnyec-
KUX CcOeAMHEeHUW C nocnegyowen aecopbumen
pacTBopuTenem M rasoxpomarorpadnyeckum aHa-
nu3om. Yactb 1. OT60p Npob MeToaoM NPOKaqKnU»

ISO 5725-2 IDT FOCT P UCO 5725-2—2002 «To4HOCTL {npa-

BUIbHOCTb M NPELM3NOHHOCTL) METOAOB U pe3ynbTa-
ToB wu3amepeHuirn. Yactb 2. OcHOBHOW meTO4
onpeaeneHusi NOBTOPSIEMOCTU U BOCTIPOU3BOANMOC-
TW CTaHZAPTHOIO METOAA U3MEPEHUIAY

BETCTBUSA CTaHJaPTOB:
- IDT — upgeHTUYHbIE CTAHO@PTHI.

MpumeuaHune—B HacToswWwel Tabnuue UCNONB30BaHO creAylolee YCNoBHOe 0603HAa4YEHNE CTENeHN CooT-
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