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VTBEPXJAIO
PykoBoaurens PenepanbHoi ciryxObl
N0 HaA30py B cepe 3aluThI IpaB
noTpebureneli ¥ Gnaronomyyus 4eaoBeka,
I'naBHbIi rocynapCTBEHHbIH CaHUTapHBIN
Bpa4 Poccuiickoit ®enepaunn

A.10. lNonosa

20 cenTa6ps 2017 r.

4.1. METOJIbI KOHTPOJIS1. XUMHWYECKHUE ®AKTOPBI

Onpenenenue pranaros (mumernadraar,
amTHIAGTANAT, THMeTHITEpedTaIaT, AUOYTUNdTANAT,
AU(2-3THATeKCHI)PranarT, THOKTHI(PTAIAT) B AJKOT0JIbHOM
NPOAYKIHH METOA0M XPOMATO-MACC-CIEKTPOMETPHH

MeTtoandeckne ykazaHus
MYVYK 4.1.3484—17

I. OG1mHe moJ10/KeHHs H 00/1ACTH MPUMEHEHHS

1.1. Hactosituue meronuueckue ykasanusa (manee — MVYK) ycranasnm-
BAOT TMOPAJOK NMPUMEHEHUs MeTOJa KamWUIAPHOH ra3oXHIKOCTHOH XpoMa-
Torpaduy A U3MepeHUs KOHUEHTpauuii 3pupoB ¢TaneBoil KUCIOTH (auMe-
TundTanata, AvdTWIGTaNaTa, IUMeTWITEpedTataTa, AubyTUidTanaTa, au(2-
sTwirekcuwi)pranata, IHOKTUN(TANATa, Aajiee — (ranarsl) B aJKOTOJbLHOM
npoxykuuM B nuanasoxe 0,005 no 2,0 mr/om>.

1.2. luoxkTnadTanat (AUOKTHUNOBBIA 3¢HMp O-(TaNeBOd KHCIOTHI)
C¢H4(COOCgH,7),, MonexynspHas Macca — 390,56; GeciBeTHast >XMAKOCTD;, TEM-
nepatypa 3acTeiBaHna —54 °C, Temnepatypa kuneHus 229 °C/4,5 MM pr. cT.;
ds*° 0,978; np™® 1,486; 40 mlla.c (20 °C); naBnenue napa npu 200 °C 120 IMa
(pacuerHoe). HepacTBopuM B BoIe, pacTBOpuM B OeH3uHeE, XJIOpoopMe,
nerponeitHoM 3dupe. O6IagaeT XUMHUYECKUMH CBOWCTBAMH, XapaKTEPHbIMU
17151 CINOXKHBIX 3QUPOB APOMATHUECKUX KHCIIOT.

Juéyrnndranat (aubytunoBbiit  3pup o-draneBoit  KHUCNOTHI)
CeHy(COOC4Hy),, MonexynsipHass macca — 278,35; GecuB. »XHAKOCTb; TeM-
neparypa 3acThiBanus — 40 °C, Temneparypa kunenus 340 °C (c pasn.); d,°

1,047; np® 1,4920; AH®_ 79,2 Ix/Monb npu 150 °C; naBneHue HaChilLEH-

uen
Horo napa 133 ITa;). Xopowo pacTBOpUM B 3TaHONE, AUITHIOBOM 3(Hpe,
OeHsone, aueToHe; pacTBopumocth B Boze 0,1 %. O6nagaer XUMHUECKUMMU
CBOJ}CTBaMH, XapaKTEPHBIMH 1A CIOXKHBIX IPHUPOB APOMATHYECKHX KUCIIOT.
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ManoTokcHy€eH.

Jumernirrepedranar (QUMeTHIOBbIH 3GHp TepedTaneBoi KHUCIOTHI),
MoJieKynsipHas macca 194,19; GecLiBETHbIE KPUCTalbl; TEMIlEpaTypa IiaB-
nenus 141—142 °C, temneparypa Bosropamua > 300 °C; d° 1,63; np”
1,475. PactBopumocte B Bome 0,33 % (80 °C), stunenrnuxone 0,82 %
(25 °C), meranone 0,86 % (25°C), CCl4 2,65% (25°C), xnopodopme
26,1 % (25 °C), xcunoine 1,3 % (10 °C), 22 % (80 °C), 6enzone 3 % (10 °C),
35 % (80 °C). ObnamaeT BCeMHM XHUMHYECKAMH CBOMCTBaMH, XapaKTEPHBIMH
IS CIOXKHBIX 3(UpOB apoMaTHUeCKUX KHUCIOT. JuMerunrepedTanar pas-
IpaxxaeT CIU3UCTHIC 000JIOUKH IJ1a3, AbIXaTeIbHbIX My Tei

cn,ooc~<:>—cooca,

Puc. 1. [lumerunrepedranar

Jmrnndranar. 0-C6H4(COOC2HS)2, monekyssapHas Macca 222,24;
OecLiBeTHas KHIKOCTh Oe3 3amaxa; TeMneparypa mnasienus — 3 °C, Temnepa-
Typa kunenus 298—299 °C, 156 °C/10 mm pr. ct.; ds2° 1,118, np™® 1,5000;
10,06 mIla.c; 35,3 mH/m (20,5 °C); pacTBOpuM B 3TaHOJe, ILIOXO — B BOIE
(0,1 % npu 18 °C), munepanbHeIx Macnax (2,8 %). Copmemaercs ¢ apupamu
L[EJUTIONO36], MHOTHMU BHHHIIOBBIMY NONUMepaMu. MokeT BhI3bIBaTh (hyHK-
LMOHANbHbIE W3MEHEHHs LEHTPATbHON 1 nepudpeprudecKoil HEPBHOM CHCTe-
Mbl; OCHOBHO# TIPOAYKT OOMEHa MPY BBEACHUM KPBICAM MEPOPABHO — Gosee
TOKCH4HBIH MoHOOTHN(TaNaT; JIMs 6,2 r/kr (6enbie MbILIM, MEPOPATHHO).

Buc-(2-arunrexcun)-gpranar.

O6menpunsaToe HazBaHue: 6yc-(2-3TUnrekcun)-granar.

HazBanue no HomeHkiatype HIOITAK: Guc(2-3TunrekciuioBsiit) 3¢up
1,2-6eH301AMKapOOHOBOM KUCTIOTBI.

CuHOHUMBL: Guc-(u300kTUN)PTanar, BEHP.

CrpykTtypHas ¢dopmyna:
o/\(\/\
(¢]
\o/(/\/

Puc. 2. buc-(2-3Tunrexcun)-¢pranar

Owmnupuueckas popmyna: CoH350,, Monexynapras macca 390,56.
Homep CAS: 117-81-7.
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Ousnyeckue cBOCTBa: OECLBETHAs WM CJierka JKeNToBaTas KHIKOCTb,
TemnepaTypa riasnenus —55 °C, Temneparypa xunenus 384 °C, mioTHOCTbh
D 0,981 r/cMm npu 25 °C. IlpakTnuecku HepacTBopuM B Boze (0,285 Mr B 1 n
npu 24 °C), pacTBOpHM B reKCaHe, XJIOPUCTOM METWIEHE, TPUXJIopTpugTOop-
ITUJIEHE U JPYTUX OPraHMYECKUX PaCTBOPHUTEAX.

B npowmsininesHocTd 6uc-(2-s3tunrekcun)-¢granar (63I'®) ncnois3yror
B KauecTBe uiacTUuKaTopa ANd IacTMacCe Ha OCHOBE MOJMBUHUIXJIOpHIAA
IS TOSTy4€HHs TUOKOCTH MONUMEPHBIX POXYKTOB.

1.3. MVK HocaT pexomeHAATENbHBIN XapaKTep.

I1. IlorpemHocTh H3MepeHuH

2.1. Tlpyu cobmoleHn BCeX periaMeHTHPYEMbIX YCIOBHI MpOBEACHUS
aHajyu3a B TOYHOM COOTBETCTBHUM C HAHHOH METOAMKOW MOTpemHoCTh (U ee
COCTaBJlS[lOlIl[/Ie) pe3ym>'raTOB HSMGPCHHX l'lpl/I IlOBepHTeHbHOi/'I BEPOATHOCTH
P =0,95 He mpeBbilIaeT 3HAYEHMA, NpUBEAEHHLIX B Tabn. | mng cooTBeTCT-
BYIOLMX IWANa30HOB KOHUEHTpALMIi.

Tabnvua 1
MeTtpoJiornueckne napameTpbt
TMokasa- Mokasa- | IMokasa- |Ilpexen mos-| Tlpeaen Boc-
rens |TE/1b HIOB-| TENb BOC- | TOPAEMOCTH | IPOM3BOIMMO-
Jlwana- | Toutoc-| TOPRe- | Mpowsso- (3HaveHue | cTH (3HaueHHe
30H or- | T (rpa- | MOCTH | ZMMOCTH | ROMYCTHMO- | IOMYCTAMOrO
Anamsn-| pene- H"u;%T_ (cpenHe- | (cpemHe- | ro pacxox- | pacxoxaeHus
omuiii | nsemeix | mocw- | KBaAPa- | KBampa- | NCHHS MEX- | MEXAY ABYMA
%)'GBCKT Koo | Tensrop | THUHOE [THUHOE OT-| 1y ABYMs | pesynbTatamu
Tpaumii, | norpet- | OTKIOHE- | KIOHEHHe | pesyiTaTa- M3MepeHutt,
lf:r/ﬂMs’ Hocpm) HHE MOB- | BOCTIPOM3- | MU napal- | moy4eHHBIX B
+8, %, | TOpfie- | BOAMMOC- |NENBHBIX ON-| Pa3HBIX nabo-
P=0 9’5 MOCTH), TH). penenenuit),| paropusx),
) 0, %o o, %o r, % R, %
JOGpaseu
ankorons- | 0,005—
HOM Ipo- 2.0 50 29 4,1 8.1 11,5
Y KLMH
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Tabnuua 2

Io/iHOTA H3BJileYUeHUs BeLLECTBA, CTAHAAPTHOE OTKJIOHEHHE,
JNOBEPHTE/bLHBII HHTEPBAJI CPEAHEro pPe3ynsTaTa

Merponoruueckue mapametpsl, P = 0,95, n =20
AHanusupye- [ npegen JIManasoH CpemHas | oo any. | AOBEPHTENL-
MBI oOHapy- | ompexense- nojHoTa | oo o*rklj)] o- | HB1H HHTEDBA
0GBeKT KEHUS, | MBIX KOHUCH- | M3BICUCHHUA, | oo "o, | CPEHETO pe-
mr/n Tpauuit, Mr/a % ? 3yneTara, %o
O6pazen an-
KOrONLHOM 0,005 0,005—2,0 86,9 3,32 + 1,76
OpOAYKLHM

III. MeTox n3mepennii

3.1. M3MepeHne KoHLeHTpauuii (GraqaToB OCHOBAHO Ha UX U3BICYEHHH
METOIOM JKMIKOCTHOM 3KCTPaKUMH C MOCICAYIOLMM XpoMaTorpaduueckuM
pasiesieHUEM Ha KamWIIApHOH KONOHKE, ICHTUHKALUH (TAATOB N0 Macc-
CMEKTPaM U KOJIMYECTBEHHOM OIPEIeNIeHUHU IO BEIOPAHHBIM HOHAM.

KonudecTBeHHOe ompeneneHnWe MPOBOAUTCA METOAOM abGCONIOTHOM Ka-
IHOPOBKH.

IV. Cpeacrea n3mepennii, BcnomorareJbHbIe yCTPOHCTBA,
MaTepHAJIbl, peaKTHBLI

4.1. Cpeocmea uzmepenuii

BapoMerp-aHepoul ¢ 1Mana3oHoM H3MEPEHHU
aTMocdepHoro fapieHns 5—790 MM pT. CT. U
C NnpenesIoM A0MYCTHMOM MOTPELIHOCTH
1£2,5 MM pT. CT.
[a30BblIii xpoMarorpad ¢ Macc-CeIEKTUBHbIM
JETEKTOPOM M NPOrpaMMHBIM 00ecTeueHHeM
MukpowmnpHI BMECTUMOCTBIO 10 MM I'OCT 8043
Becbl aHaTUTHYECKHE Ta00paTOPHbIE C MPEAEIOM
s3BemuBanud 110 r v npenenom A0MyCTHMOI
norpewrnocty 0,0001 r TOCT P 53228
KonGbi MepHbie cTexnsaHHble 06beMoM 100 cm®  TOCT 20292, 25336
BopoHka aenutenbHas CTEKIsIHHAs rpafLy HpoBaH-
Hast o6bemom 50 cm’
Tpumeuanse. JlonyckaeTcs MCMONL30OBAHME CPEJACTB M3MEPEHUA C AHAJNOTHY-
HBIMH UJH JTYYIUIUMHA XapaKTEepUCTHKaMH.
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4.2. Bcnomozamenwvuvie ycmpoticmea

KomnoHka xBapueBas KaluuIsipHas XpoMaTorpa-
(uueckas anuHoi 30 M, BHYTPEHHUM IUaMETPOM
0,25 MM, MOKpBITas HEMOABIKHOMH (asoii — me-
THJITOMUCHIOKCAHOM € S % eHUIIBHBIX TPy,
¢ TonurHoM mneHku 0,25 MKM
BopoHka nenurenbHas CTEKIISIHHAA rpaxXydpoBaH-
Hast 06beMoM 50 cm’ IOCT 9613
Kon6bl ¢ OTTAHYTEIM THOM 0GBeMOM 25 cM’ I'OCT 10394
[1lkad cymnIbHBIHA SIeKTpUIECKHiH

IIpumeyanne. JonyckaeTcsi npuMeHeHHe 060pYA0BaHUS C aHAIOTHUHBIMU HITH
JIYYLIUMU TEXHUYECKUMH XapPaKTCPUCTHKaMH.

4.3. Mamepuansi u peakmuegsi

AUETOHUTPUN 1N BbICOKOI((DEKTUBHOM
KUIKOCTHOH XxpoMarorpaduu

Kuciora cepHas KOHLIEHTPHPOBaHHAs, X4 I'OCT 4204
Bona quctunnuporaHHas I'OCT 6709
DTaHon AN XpoMarorpaduu

I'ekcaH, x4

["ennii ra3oo6pasHblii OuMILEHHbIH Mapku A
Ananutuyeckunii cTaHIapT — pacTBOP CMECH
3¢upoB draneBoil KUCIOTH (AUMETHI(TAIAT,
ausTUNgTANaT, IuMeTHAdTANAT, AUITUN(TANAT,
nubytundranar, Au-(2-3THNrexcun)-¢ranar, au-
OKTHJI(TaNIaT) B OPraHU4ECKOM paCTBOPHUTENE C
CONEPIKaHUEM KaXKAO0ro komnonenta 2000 mxr/mi

INpumeuanne. JlomyckaeTca UCMONB30BAHUE PEAKTHBOB C Gonee BHICOKOH kBa-
nupukauueit, He Tpebyotleit JOMOMHUTENEHON OUUCTKH PacTBOPHUTENEH.

V. TpeGoBanus Ge3onacHocTH

5.1. Ilpu BBINONIHEHHH M3MEPEHUI HEOOXOAUMO COOIONaTs TPeGOBaHMS
TEXHUKM 6€30macHOCTH npH paboTe ¢ XUMUYECKUMH peaktnBaMu no [OCT
12.1.007, tpe6oBanus no 31ekTPO6E30NacCHOCTH NMPH paboTe C INEKTPOycCTa-
HoBkamu 1o 'OCT P 12.1.019, a Takxe TpeGoBaHuS, U3NOKEHHBIE B TEXHU-
4eCKOH JOKYMEHTAlMH Ha ra3oBbiff xpomarorpag.

5.2. omellieHUe NOMKHO COOTBETCTBOBATH TPeOOBAHUAM TOXapoOe3o-
nacnoctd 1o [OCT 12.1.004 u uMeTh cpeactea noxaporymenus no F'OCT
12.4.009. Conep>xaHue BpeIHBIX BELWIECTB B BO3MYXe HE JOJDKHO NpPEBHILIATH
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FHTMEHMYeCKHX HOpMaTiBoB'. Oprauusauus ofyueHus paGOTHHKOB 6e30-
nacHocTH Tpyaa nposoautcs no OCT 12.0.004.

5.3. Ilpu paboTe ¢ razamy, HaxOAAIHUMHUCA B GaJsIOHaX MOJ AABJICHHEM
1o 15 MIla (150 krc/cm?), Heo6xomuMo co6moaaTh NpaBuia B 06NacTH Mpo-
MBILIIEHHOH GesonacHocTh’. He OMycKaeTcs OTKPbIBaTL BEHTHIb GalioHa,
HE YCTaHOBHMB B HEM MOHIDKAIOLIUH PEXYKTOP.

VL. Tpe6oBanus K KBaau(pHKaHA ONEPATOPOB

6.1. U3mepeHusi B COOTBETCTBHM C HACTOAILEH METONMKON MOXET Bbl-
NOJHATH CHELHANUCT, UMEIOILMH ONbIT paboThl HA XpOMATO-MAacc-CIEKTPo-
METpe, OCBOUBIHINI JaHHYIO METOJUKY M IOATBEPAMBUIMI IKCIEPUMEHTAIIb-
HO COOTBETCTBHE MMOJlyyaeMbIX Pe3yJbTaTOB HOPMAaTHUBaM KOHTPOJIA MorpeLl-
HOCTH U3MEpPEHMH.

VII. YcjioBus u3MepeHmii

7.1. TIpH BbINOSHEHUH H3MEPEHHUI COONIOAAIOT CleAYyIOIYE YCIOBYS:

— IpoLecChl MPUTOTORIIEHHS PACTBOPOB M MOATOTOBKH NPOO K aHANU3Y
NPOBOJAT NMpH Temnepartype Bozayxa (20 + 5) °C U OTHOCHUTENLHOH BIAXHO-
ctH He 6onee 80 %o,

— BLINOJIHEHUE M3MEPEHMH Ha ra3oBOM Xpomartorpage MpoBOAAT B ycC-
JIOBHSIX, PEKOMEHAOBAHHBIX TEXHHYECKOI JOKyMEHTauuen Kk npubopy.

VIII. IToaroroBka K BHINOJHEHHIO H3MePEeHHE 1
NpoBeAeHHEe H3IMepenni

[lepen BHIMONHEHNEM H3MCPEHMI MPOBOAAT ClELylolIHe paboThI: MOA-
FOTOBKY NOCYbI, MPUIOTOBIEHHE IPalyHPOBOYHBIX PacTBOPOB, IIOATOTOBKY
Macc-CIIeKTPOMETPHUECKOTO JIETEKTOpa M XpoMarorpapuueckoif KOJOHKH,
YCTaHOBIIEHHE IPafly HPOBOUHBIX XapaKTEPUCTHUK.

8.1. IToozomoexa nocyost

8.1.1. Ilocyna, ucronb3yemas Ans aHaiu3a, TILATEIbHO MOETCS € IOo-
BEPXHOCTHO-aKTHBHBIM MOIOLIMM CPEACTBOM. 3aTeM MocyAa 3aMauyHBaeTCs
Ha 3—4 4 B CBEXENPUTOTOBIEHHOM 3%-M pacTBOpe IBYXPOMOBOKHCIOro
Kanus B cepHoit kucnore (3 pacyéra 0,5 r IBYXPOMOBOKMCIIOrO Kayinsi Ha
100 cM® KOHIIEHTPHPOBAHHOI CEPHOM KHCIOTBI).

' TH 2.2.5.2308—07 «OpuenTtupoBounsie Gesonacusie yposuu osaeiictaus (OBYB) Bpenusix
BEILECTB B BO3AyXe paboueii 30Hbl»; 'H 2.2.5.1313—03 «[IpenensHo AOMyCTHMBIE KOHLIEHTpPa-
wmn (TTAK) BpesHbIX BEWECTB B BO3AyXe paGoueii 30HbI».

INpuxkas Pocrexnansopa or 25.03.2014 Ne 116 «O6 yTepsxaenny denepanbHeiX HOPM U Nnpa-
BN B oGuactn pombilneHHo# GesonacHocu wlpasunia mpombiiiiicHHOR 6e30racHOCTH onac-
HBbIX MPOM3BOACTBEHHBIX OOBEKTOB, HAa KOTOPHIX HCHOJIb3YETCH 060pyI0BaHKE, paGoTarOIEe MO
H36bITOYHBIM NaBIICHUEMY.

8
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3aTeM NOCyZAa OTMBIBAaeTCs B IPOTOYHON BOJE C MOCIEYIOLIMM OIO-
JIACKMBaHHEM MUCTWLIHMpOBaHHOHN Bomoii. Ilocne BBICYIIMBaHUS B CYLIHb-
HOM 1ukagy mpu Temneparype 1 500 °C mocymy 3akpbIBaloT MPHUTEPTHIMH
KpPBIIIKaMH.

8.2. ITpuzomoenenue pacmeopos

8.2.1. FicxomHble pacTBOpHI d1anatoB (¢ = 1 Mr/cm’).

B MepHyio kon6y BMecTHMOCTBIO 100 cM® BHOCAT 100 Mr dhranara, Ko-
BOJAT '€KCAHOM [0 METKH U TIIATENBHO NEPEMEILHBAIOT.

PacTBOp XpaHAT B XONOAWILHHKE NPH TeMnepaType 4—6 °C B TeyeHHe
3 mecsues.

8.2.2. UcxonHelii pacTBOp BHYTpeHHero craHmapta (nudeHwridranara)
(c =1 mr/eM®).

B mepHyo konby BMecTHMOCTBIO 100 v’ BHOCAT 100 Mr nudenmndra-
JlaTa, JOBOMAT IeKCaHOM 10 METKH M TIHATENBHO nepeMelunBatoT. Cpok Xpa-
HEHUA MCXOJHOrO PacTBOpa B XONONMJIBHHMKE NpH Temneparype 4—6 °C —
6 MecsLeB.

8.2.3. Pabounii pacTBOp BHYTpeHHero cranzapra (mudeHmndranara)
(¢ =2 Mkr/cm?),

B MepHyio konfy BMecTHMOCThIO 100 cM® BHOCAT 0,2 CM® HCXOIHOTO
pactBopa audenuwndranara no m. 8.2.2, JOBOJAT reKCaHOM A0 METKH M TIIa-
TeJIbHO nepeMeninBaroT. Cpok XpaHeHHs paboyero pacTeopa B XONOAMIBHHU-
Ke mpu Temnepatype 4—6 °C — 3 mMecana.

8.3. IToozomoexa xpomamozpaghuyueckoit KONOHKU U
Macc-cCneKmpomMempudecko20 0emeKmopa

KBapueBylo KamWIIApHYIO KOJOHKY MpEeIBAPUTENBHO KOHIUIMOHUPY-
10T, HarpeBas B TepMmocTarte Xpomarorpada crynendaro ¢ 70 °C no 270 °C u
BBIIEPKUBAs IIPH 3TON TeMIlepaType B TeUeHuUe 4 .

IMocne oxylaxaeHUs TepMocTaTa XpomaTorpada 10 KOMHATHOM TeMire-
PaTyphl BEIXOA KOJIOHKH MOACOCIUHSIOT K YCTPOHCTBY CONPSDKEHHA C Mace-
CEIEKTUBHBIM JIETEKTOPOM, CO3/IAlOT PaspsiKeHHE B Macc-CENICKTHBHOM Jie-
TEKTOPE ¥ 3aNUCHIBAIOT HYNEBYIO JMHUIO NPU MapaMeTpax HpPOBEISHHUs XPo-
Marorpadudeckoro aHaimmsa. IIpu oTcyTcTBUM 3aMeTHBIX (UTyKTyanuii npu-
CTymnaioT K paborte.

8.4. Yemanoenenue zpadyupoeounoii Xapaxmepucmuxu

I'pasynpoBOYHYIO XapaKTEPUCTHKY YCTAaHABIHMBAlOT HA IpaXyHpPOBOY-
HBbIX pacTBopax ¢ranatoB B 10%-M BOAHO-CIIHPTOBOM pacTBOpe.

I'panynpoBoyHas XapaKTEPHCTHKA BBIPAXKAET 3aBUCHMOCTb IUIOLIALM
nuka (Ge3pasMepHble KOMIBIOTEPHbIE €IMHUITGI) OT KOHIEHTPAMH (MF/IM’)

9
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IS KOKAOTO ¢Tajara U CTPOUTCS MO 4 CEpPUAM IpafyHPOBOUYHBIX PACTBOPOB
B 6 KOHUEHTpamusAX. JliA 3TOro B MepHyIo Konby BMecTHMocTsio 100 cM® B
COOTBETCTBUU € TabJl. 3 MOMEIAIOT HCXOAHbIN pacTBop ¢ranara no m. 8.2.1,
10BoaAT 10%-M BOAHO-CIMPTOBBIM PACTBOPOM A0 METKHU U MEPEMEILHBAIOT.

Tabnuua 3
FpaayupoBo4HBIE PACTBOPBI Al yCTAHOBJIEHUSsI
rpagyMpoBOYHON XapaKTePUCTHKHU
Howmep pactBopa 1 2 3 4 5 6

O6BEM HCXOIHOTO

pacTeopa ¢ = 1 Mr/cv’ 0 0,5 1.5 3,0 7,5 15,0
KoHuenrparus se-

meCTs, MIvem’ 0 0,005 0,015 0,030 0,075 0,150

JUTs TIOCTPOEHHs TpaayHpOBOYHOTO Tpacduka 50 cM® Kaka0ro pacTBOpa
MOMEINAIOT B CTEKIAHHbIM LMIMHAP ¢ MpHUTepTOd IMpoOKo#, m0GaBiAOT
500 MM’ pa6ouero pacTBopa BHYTPEHHEro CTaHmapTa AudeHundTanaTa mo
1. 8.2.3 U 3KcTparupyioT 4,5 cM’ TekcaHa B TeueHne 1 MuHyTHL JIaloT cMecH
pa3oeNuThCs, AEKAHTUPYIOT CyNepHAaTaHT B MEHUIWUIUHOBbLIH (ITIaKOH U BbI-
NapuBaroOT B TOKe a3oTa npu temneparype 50 °C, mocie yero cyxoii ocTaTok
epepacTBOPSIOT B | M’ alleTOHUTPHIIA H TIPOBOIAT HCCIIENOBAHHE.

IMpu o6pazoBaHmy IMYILCHH IPY IKCTPAKLMHU [ JIyUIIeTo pa3neNeHus
KUIKUX (a3 pekoMeHayeTcs 100aBUTh HECKOJIBKO Karnesb STHIOBOTO CIIMPTA.

VenoBus NpoBeneHHs! XPOMATO-MacC-CIEKTPOMETPHUECKOTO aHAIH3A:

TEMIIEparypa UCIAPHTENIS 220 °C
Temmeparypa uatepdeiica 280 °C
TeMIIepaTypa KOJIOHKH (2 MUH) 70 °C
3aTE€M Harpes 10 180 °C

€O CKOPOCTBIO 5 °C/muH
HarpeB o CKOPOCTHIO 10 °C/mun
JI0 TeMnepaTypsl 240 °C

Macc-cnexTphl 3JEKTPOHHOTO yjapa (TajaToB HOIY4arOT IIPU Cle-
JyIOIIHX NapameTpax:

SHEPrys HOHU3UPYIOILUX JNEKTPOHOB 70 3B
TeMIIepaTypa Macc-ceJleKTUBHoro faerekropa 177 °C
JMana3oOH CKaHUPOBaHUA Macc 47—450 m/z
YHUCJIO CKAHUPOBAHUH B CEKyHIY 1,2

4HCII0 BEIOOPOK 2
HanpsHKEHWE Ha JIEKTPOHHOM yMHOxuTene 1635 B

TOK 9MHUCCHH 50 MKA
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WnenTudukauuio (prasaToB OCYIIECTBIAIOT ¢ IOMOIIBI0 OHOIHOTETHO-
ro moucka (HampuMmep, B GubnuoTexe NIST®) KOMIBIOTEpPa M 1O BPEMEHH
yAepxuBaHuA: m/z 149 — ans Bcex dranartos.

HHTErpupyIoT IJIOWAAH MHKOB, NOMY4YEHHbIX N0 M3BICYEHHBIM HOHAM
COOTBETCTBYIOIUMX (TANaTOB U 10 CPeAHUM pe3yiIbTaTaM M3 4 cepHii, CTpoAT
TPagyMPOBOYHYIO XapaKTEPUCTHUKY IUIS KaKAOTO U3 KOMIIOHEHTOB.

8.5. ITodzomoexa npo6

8.5.1. o akctpakumy o6pa3ell ajlKorojbHOH NPOXYKUMY CIedyeT Xpa-
HHUTb B XOJIOHOM MéecTe Nnpu Temneparype 4 °C.

CreknsHHble EMKOCTH C OTOOpaHHBIMU Npo6aMH H3BIEKAIOT U3 XOJIO-
IUIBHUKA ¥ BLIACDKHBAIOT 2—3 4 npu KOMHATHO¥ TeMIieparype.

3arem 50 cM” oOpasLia ankoroNpHOM MPOAYKUMH MOMEIIAIOT B CTEKIAH-
HBIH WMIHHAD ¢ NPUTEPTOH MpobKoii, JobasnsoT 500 MM® pabodero pacTso-
pa BHYTpEHHEro cTaHnaprta aAudenmndpranara 4 3KCTparupyror 4,5 cM” rekca-
Ha B TeueHHe | MUHYTHI. [Ial0T CMeCH pa3fenuThes, JEKaHTUPYIOT CynepHa-
TAHT B MEHHULUJIIMHOBDIH (JIaKOH U BHINMAPUBAIOT B TOKE a30Ta IPU TeMIepa-
Type 50 °C, manee cyxoii ocTaToK NnepepacTBOpsIOT B 1 oM’ aUETOHUTPHUIIA U
npoBoAAT uccnefoBaHue. Ilpu o6pa3oBaHuH SMYAbCHUM TIPU IKCTPAKLMHU LIS
JyHIIEro pa3fefeHus XUAKUX (a3 pekoMeHIyeTcs 10O0aBUTh HECKOIBKO Ka-
TeNb 3THI0BOrO CIUPTA.

OIHOBPEMEHHO C KaXIO# cepueil aHaIU30B NPOBOMAT HCCIEHAOBAHHE
KOHTPONBHOM («X0J0CTOM») MpoOkl, NPOIYIIEHHOMH Yepe3 BeCh LMKI Mpobo-
MOArOTOBKHU. [l NPOBEPKH CTENEHH U3BJICUEHUS] HCMONb3YIOT MAaTPHLY CO-
OTBETCTBYIOILEH ankoroibHOl NMpOXyKIMHU, He conepxairylo ¢ranaros. B
Cllyuyae ee OTCYTCTBHS MaTpHLYy FOTOBAT MyTEM TPEXKPATHOH OYMCTKH alKo-
rojbHO# NMPOJYKUHY IUXIOPMETAHOM, B KOTOPYIO 3aT€M BHOCSAT AIUKBOTY
pacTBOpa ¢ranaros.

IX. BoinoJinenne H3Mepenui

9.1. Upentudukammo (TanaToB OCYIIECTBIAIOT C MOMOIIBIO 6161HO-
TEYHOro MOUCKAa W MO BPEMEHH yAep)KHBaHMsA. [ MoJyueHUs pe3yibraTa
U3MEPEHUs KOHLICHTPaLMi BEIECTB MPOBOAAT aHANM3 JBYX HapajLleHbHbIX
npo6 B ycinoBusx 1o 1. 8.4.

Iepen 06paboTkoii pe3ysbTaTOB aHAN3a HEOOXONMMO MPOBECTH «XO-
noctyro npody» 10% crnuproBoro pactsopa no m. 8.3 u y6enuTbcs B OTCyT-
CTBHHM MOMeX W 3arps3HeHmii. [Ipu ux Hamuuuu OOHAPYKUBAIOT NPHUYMHY H
YCTpaHSIOT ee.

* OdunmanbHpi caiit HaumoHa sHOro MHCTHTYTA CTRHAApPTOB M TexHonorwii (National Institute
of Standards and Technology): https://www.nist.gov.

11


https://mosexp.ru#  

MVK 4.1.3484—17

X. O6paboTka pe3yJibTaTOB

10.1. KoHueHTpanuio kaxaoro uneHtuguuuposanHoro coenunenus (C)
ONpENENAT N0 rpagyMpOBOYHON XapaKTEpHCTUKE MOCTE KOMIBIOTEPHOTO
HHTErpupOoBaHKA XpOMaTorpaMMsl COOTBETCTBYIOILETO W3BJICYEHHOTO HOHA B
Mr/om”.

Coaepxanue B 00pasnax pacCUMTBIBAIOT METOAOM BHYTPEHHETO CTaH-
JapTa o ¢opmyie:

S
C=K-C, -2 rne
SBI”
C — maccopas koHueHTpauus B3I ®, mxr/aM’;
Con — MaccoBas KOHLEHTpaIus J00aBleHHOr0 BHYTPEHHETO CTaHNapTa,
3
MKT/IM™;

06]

—2 _ oTHOWEHKE MIoWany nuka BAT® B obpasue k MmIOWAN NMHKA
cm

BHYTPEHHEro CTaHAapTa;

K — xanubpoBouHblii k03 hUIMEHT, MONyyaeMblii U3 KaNMMOPOBOYHOMN
KpHBOH

3a pe3ynbTaT IPUHUMAIOT CpefiHee apuMETHUeCKOe pe3yIbTaTOB ABYX
napaieJbHBIX H3MEPEHHUH H BRIPAXKAIOT C TOYHOCTBIO 0 OAHOTO AECATHYHO-
ro 3HaKa.

XI. ITIpoBepka npHeMIeMOCTH Pe3yJIbTATOB
napauIeIbHbIX ONpene enni
11.1. 3a pe3ynbTaT aHaNMU3a NPUHMMAIOT CpefiHee apu(MeTHIECKOe pe-
3yJbTaTOB OBYX MapajieibHbIX ONpeNeNeHMN, pacXoxICHHE MEXIY KOTO-
PHIMH He TIPEBHILIACT Mpeesa OBTOPIEMOCTH:
2:|X, — X,|-100
(X, +X3)
X, X; — pe3ynbTaTsl napajuieNbHbIX ONpeAeNeH H, Mr/nM3;
7 — 3HaueHUE npelesa NoBTopsieMocty (Tabi. 1), npu stom r = 2,80;.
[Ipy HeBBLINOJIHEHMM YCNOBHS BBIACHSIOT MPHUYMHBI IPEBBINICHHA Mpe-
JieNa MOBTOPAEMOCTH, YCTPAHSIOT MX W BHOBD BBITOJIHSAIOT aHANIH3.

<r,rae

XII. Odopmiienne pe3yjiLTaTOB

12.1. Pe3ynbTaT aHaaM3a NPEACTABIAIOT B BUJE:
(X £ A) mr/am’ pu BeposaTHOCTH P = 0,95, rae

12
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X- cpenHee apuMETHUECKOE PE3YJIBTATOB OINpe]eNeHHUi, MPU3HaH-
HBIX TIPHEMIIEMBIMH, MI/IM;
A — rpaHuLia a0CONIOTHO MOTPEILHOCTH, mr/om’ ;

100 *¢

0 — rpaHula OTHOCUTENIPHON MOTPELIHOCTH METOAMKY (I0Ka3aTesb TOY-
HOCTH B COOTBETCTBHH C AHAa30HOM KOHUEHTpauu#, tabu. 1), %.

Ecnu conepxaHne KOMIIOHEHTa MEHEE HWKHEH IpaHHMIbI [Uana3oHa
OnpeneNsieMbIX KOHIIEHTpaLKii, pe3yJibTaT aHaIn3a NPEeJCTaBIAIOT B BUE:

«codepacanue Gmanamos @ aNKO20NbHOU NPOOYKYUU — MeHee
0,005 om’»*

Mpumeuanue:

* — 0,005 1M npenen obHapyxeHus B poGe.

XII1. KonTpoan kadecTBa pe3yjbTATOB H3MepeHnH

13.1. KoHTposnb cTabMIbHOCTH rpaflyHpOBOYHOM XapaKTEPUCTHKH.

OnepaTuBHbIH KOHTPOAb NOTPEIIHOCTH M BOCNIPOU3BOLHUMOCTH HU3Mepe-
HU# ocyuecTsiseTcs B cootBeTcTBUM ¢ TOCT P UCO 5725-1-6.

KoHTponb cTabuinbHOCTH rpagy MPOBOUHOM XapaKTepUCTHKH MPOBOSAT B
Havyaji€ ¥ Mo OKOHYaHUuH Ka)l(l[Oﬁ CEpHUH aHAJTU3OB.

Tipu KoHTpOsie CTaOUNBHOCTH IPagyHpOBOYHON XapaKTEPUCTHKH Ipo-
BOJAT U3MEPEHHUs He MeHee JBYX 00pa3lioB KOHUEHTpauHii 11 rpagypOBKH,
cozepxaHue (hTanaToR B KOTOPBIX JOJDKHO OXBaThIBaTh BECh AMAIa3OH KOH-
uenTpauuii ot 0,005 10 2,0 MI/am.

I'panyupoBouHas XapaKTepHCTHKa CUMTAaeTCsd CTAaOWNIBHOMW, eclnu Ui
KaXJ0T0 U3 MCHOJIb3YEMBbIX JUISI KOHTPOJ IpadyHpOBOYHBIX PACTBOPOB CO-
XpaHseTC COOTHOLIEHMUE:

A= < B, rne

(X —-C)-100

C

X — KoHUeHTpawus ¢ragaToB B npobe NMpH KOHTPOJIBHOM H3MEPEHUM,
MKT/cM;

C — u3BeCTHas KOHLIEHTpauysl rpaayHpOBOYHOrO pacTBopa (rayiarTos,
B3ATas JUIA KOHTPONs CTaGWIBHOCTH TpafyUpOBOYHOH XapaKTEpPUCTHKH,
MKF/cM;

B — HOpMaTHB KOHTpONS TOTPEIUHOCTH I'paLyHpOBOYHOI Xapaktepu-
cTuky, % (B =20 % npu P = 0,95).

Ecnn Bennumna pacxoxneHus (4) mpessiiaer 20 %, nenaroT BBIBOA O
HEBO3MOXXHOCTH NPUMEHEHHS rpafZyMpOBOYHON XapaKTEPUCTHKU I ajib-
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HEHIIMX W3MepeHuii. B 3ToM ciy4yae BBIACHSIOT W YCTPAHAIOT NMPUYMHBI HE-
CTaOMILHOCTH IPadyHpOBOYHON XapaKTEePUCTHKU U MIOBTOPSIOT KOHTPOJb €€
CTabHIPHOCTH C MCIONb30BAHHEM APYrUX IpalyHpOBOYHBIX PacTBOPOB (Ta-
JIaTOB, NMPEIYCMOTPEHHBIX METOAOM HccienoBaHus. Ilpm moBropHOM 06GHa-
PYXeHHH HecTaOMILHOCTH rpalyMpOBOYHON XapakTePHCTHKH yCTaHaBJMBa-
0T €€ 3aHOBO COMIacHo . 8.5.

CTabWIbHOCTb PE3YJbTaTOB M3MEPEHHH KOHTPOIMPYIOT nepej mpoBe-
JEHHEM M3MEPEHHH, aHATU3UPYS OAMH M3 rpalyHpPOBOYHBIX PACTBOPOB.

13.2. IInaHOBbIH BHYTpHWIa0OpaTOPHBIN ONEPAaTHBHBIH KOHTPOJb IpPO-
Lenyps! BHIMOTHEHUS aHANN3a MPOBOIUTCSA METOAOM J00aBOK.

Besmmuuna go6asku C, NOJDKHA YHEOBJIETBOPATH YCIOBHIO:

C,>2A,3 +A, 5, THE

+A,; (EA,7) — xapakTepucTHKa NorpemHocTd (abcomorHas no-

2 X'

IPELIHOCTDb) Pe3yJIbTATOB aHAIN3a, COOTBETCTBYIOIIAsA COAEPXKAHUIO KOMIIO-
HEHTa B HCIBITyeMOM o0pasiie (PaC4eTHOMY 3HAUEHHIO CONEPXKaHMA KOMIIO-
HeHTa B o0pa3le ¢ 100aBKOif COOTBETCTBEHHO), MI/KT, IIPH 3TOM:
A,=+0,84 A, Toe
A — rpaHnna abcoMOTHON MOTPELHOCTH, MI/KT;
6-X
A=——rne
100
d — rpaHula OTHOCHTENBHOM NOTPEMIHOCTH METOAMKH (TI0Ka3aTelb TOY-
HOCTH B COOTBETCTBHY C AMANa3oHOM KOHHEHTpauuii, Taoum. 1), %.
Pe3ynbeTar KOHTpOIS Mpotexypel K, pacCUUTHIBAIOT 11O hopMyJie:
K.=X'-X-C, tne
, X, C, — cpenHee apu(pMETHUECKOE Pe3yNbTATOB MAPALIETbHBIX
onpeneNeHUil (NPU3HAHHBIX NpHEMIEMBIMH TO IT. 11) comepkaHusi KOMIIO-
HEHTa B o0pasue ¢ 106aBKoOM, HenbITyeMOM o0pasiie, KOHLEHTpanus x00aB-
KH, COOTBETCTBEHHO, MI/M’;
Hopmartus koHTpons K paccuuTHIBAIOT N0 dhopmyne

K= ,/Af}, +A, .

[TpoBOAAT comoCTaBieHHe pe3yNbTaTa KOHTPOJsA Tmpouexypsl (K) ¢
HOpMaTHBOM KoHTpos (K).
Ecnn Pe3ynbTaT KOHTPOJIA NMPOLECAYPBI YXOBJICTBOPAET YCIOBUIO
IKd <K, M
npouenypy aHajin3a Npu3HaloT yAOBNETBOPHTENBHOM.

/\_/I
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ITpu HeBmmonHeHHM ycioBHs (1) MpoUedypy KOHTPONS MOBTOPSIOT.
Ilpu MOBTOPHOM HEBBIMONHEHHUH YCIOBHS (1) BBIACHAIOT MPUYWHBI, TPHBO-
OSUMe K HEyNOBJIETBOPUTENBHBIM PE3YJIbTaTaM, U NPUHUMAIOT MEPBI 110 HX
YCTPaHEHHUIO.

13.3. ITpoBepka MpUEMIIEMOCTH Pe3yJIbTaTOB U3MEPEHHH, MOMyYEHHBIX
B YCJIOBUSX BOCIPOM3BOAUMOCTH.

PacxoxeHne Mexzay pe3ysbTaTaMd U3MEpPEHUH, BBINONHEHHBIX B yC-
JIOBHAX BOCIPOM3BOAMMOCTH (pa3sHOe BPEMs, pa3Hble ONepaTophl, pa3Hbie
N1abopaTopun), He IOJDKHO NPEBBILIATH Ipeesa BOCIpou3BoauMocTH (R):

2]x, - x,|100
———= < R,rHE )
X, +X,)

X}, X> — pe3ynbTaThl H3MEPEHHHA, BHITIOJHEHHBIX B YCIOBUSIX BOCOPOU3-
BOAMMOCTH (pa3HO€ BpeMs, pa3Hbi€ ONEepaTophbl, pa3Hble nadopaTropun),
mr/am’;

R — nipeaen BocnpoU3BOAMMOCTH (B COOTBETCTBMH C AWANAa30HOM KOH-
ueHTpauui, Tabun. 1), %.
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