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Hecobnioaenne CTaHAapPTa npecnegyerca No 3aKOHY

Hacrosimuit crannapr pacnpocTpaHsieTcst Ha JKHAKHE H TBepjbe
theHosMOpOpMaNbIETHAHBlE CMOJBI, JAKH H (OPMOBAHHbIE H3JeJHS H3
HHX WM YCTaHaBJHMBAeT jBa METOAA ONpejesIeHUs cOoJepaaHus cBobon-
Horo (enoJsa:

B JKHAKHX H TBepjbX (eHoJ0GOpPMaNbAErHAHBIX CMOJAX M JaKax
rasoBoii xpomarorpaduei;

B (eHos0popMasbAerijHbX (OPMOBOUHBIX H3AENHAX BOLHOMH 3KCT-
pakuHei.

Cranpapr CcoOOTBETCTBYeT MeXayHapoaHoMy cradpapry WCO
119—77 B yacTH Merona onpejeseHUsT COAePKAHUSA CBOGOAHOrO heHo-
Jaa B ¢eHoJodOopMaNbaeruiHbIX HOPMOBAHHBIX H3JEHAX.

1. METOZ ONPEAEJIEHUS CBOBOAHOTO HEHONA
B XXHAKUX U TBEPALIX WEHONOMOPMANBAErMAHBIX CMONTAX
U NTAKAX C MTOMOLUBLIO FA30OBOW XPOMATOIPAdDKHHM

1.1. Annaparypa, nocyna, peakKTHBBH

Hans onpeneieHns copepxaHusi cBoGogHoro derona B denonodop-
MaJbAETHAHBIX CMOJIAX U JaKaX JONKHE NPHMEHATbCS:

xpoMarorpad rasoBhIl C AeTEKTOPOM HOHU3AUUH B IJIAMEHH UYBCT-
BUTEJNBHOCTLIO He MeHee 2- 107 MB-c/mr;

H3panue oduymnanstoe Mepeneuarka BocnpeuieHa

* [lepeusOanue (centabpy 1987 e.) ¢ Hamenenuamnu Ne 1, 2, yreepicoennoimu
6 mae 1981 e., dexabpe 1985 . (HYC 7—81, 3—86).

© WUspatenwcteo cranpapros, 1987
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xpomarorpad rasoBHi C JAETEKTOPOM 110 TEMJIONPOBORHOCTH YyB-
CTBUTEJNbHOCTBIO He MeHnee 1,5-10% mMB.cm3/Mr mist apanmsa cMoa c
MaccoBoil fnoJeét ceoGonHoro derHosna Gonee 6%;

npucraBka K xpoMmarorpady, npexcrasJasioumlas cofoit MeraJssHue-
CKYI0 TPYOKy aJiHHOH 50 MM, BHyTpeHHHM AHaMerpoM 4 MM (uepr. 1);

TlpucraBKa k Xpomarorpady
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I—kpbilka; 2—npokJaajgka;, 3—Kopfye; 4—caona;

5—cnupaibHast oOMOTKa pnJas oborpesa: 6-—u3one-

UMOKHBIA WHYDP; 7—MeTaJJHYeCKHH# XOMYT, 3aKpni-

BaloWHH OBMOTKY; Smk%pamnqecme H30JAAIHIHHBIE
ycHl

Uepr. |

KoJIOHKa razoxpoMarorpacduyeckass W3 Hepzkapelolled cranu AJH-
no#t 1,8—3 M, BHyTpEHHHM JHAMETPOM 3 MM;

MUKDOLUNPHI, BMECTHMOCTbI0O 10 60 MKJA, C LeHOH JejeHHs
0,1—0,2 mka, Tuna MIIM gan MII;

aBrorpaHchopmarop tuna JIATP-IM uau Apyroro aHalNOrHyHoro
THOA;
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repMoMerp tepMoanekrpuueckuit I'CIT mo 'OCT 6616—74, Tuna
TXA nnu TXK;

wranrenuupkyas no 'OCT 166—80, tuna III[—11—250—0,05;

cura ¢ cetkamu no I'OCT 6613—86, Ne 02K, 0315K, 04K, 0,5K;

Jyna uaMepHTesbHas obuiero Hasuauenuss mo 'OCT 25706—83 c
veHolt genenus 0,1 mM;

yawka sunapureabnas no FOCT 9147—80, Ne 3;

crakaHyukd a5 B3BewuBaHus CB-19/9 mo I'OCT 25336—82;

xpomaton N—AW c uacruuaMu pasmepom 0,2—0,4 MM, [uHO-
xpoMm-IT ¢ wactunamu pazMepom 0,315—0,500 MM uam apyroii TBepAbIH
HOCHTeJIb aHaJIOTHYHOrO THNA;

NONHITHICHIIMKOAbARUITHHAT, Y. 4. a.;

NOJIH3THIIEHTJIHKOML ¢ MOJeKyaspHoli Macco# 1500 uam 20000, no-
JIMeTIVIPCHAICHIOKCaH -4;

a3or rasoo6pasuwit no FOCT 9293—74 Bhicuiero copra;

Bojopon TexHuyeckuit no TOCT 3022—80, mapku A;

Bo3ayx kaA. 1 mo T'OCT 17433—80 uau BO3AyX M3 MarucTPajbHOMH
JIMHHH ¢ OYMCTKOMH, obecneyuBaiolueif noJyueHde mapaMerpos B COOT-
RETCTBHH ¢ TPCOGOBaHHAMH KJacca 3arpsi3HeHHOCTH 1;

xaopocdopM no 'OCT 20015—74 Bhicuero copra;

CMHPT STHJAOBHI peKTHMHKOBAaHHHEA TexHuueckuit no T[OCT
18300—87 Bricuiero copra;

CIHUPT NPONUJOBHIH HOPMAaJbHHIHA, XpoMartorpaduuecKu YHCTHINH;

aueror no 'OCT 2603—79, u. x. a,;

nuokcan o 'OCT 10455—80, x. u.;

anmernadopmamua no F'OCT 20289—74, x. u,;

CIOHPT JeUHJIOBHIfA, 4.;

M-Kpe3oJ, 4.;

reJiifi BHICOKOH YHCTOTHI.

(HA3menennan pepakuns, Usm. W 1, 2).

1.2. [ToaroToBKa K aHaJdH3y

1.2.1. IIpuzorosaenue Hacadku 0an KOAOHKYU Xxpomarozpaga

TBepabilt HOCHTeNb CyllaT B CyWIHJIbHOM wKady 2—3 v npu 300°C,
3aTeM [POCEHBAIOT Yepe3 CHTA, OTOUPAsA HYXKHYI0 (PPaKUHIO YacTHLA-
MM pa3MepaMH, yKasaHHbiMK B 1. 1.1

ITonnaTujeHrNNKOAbAAHIIHHAT HJAH  NOJHITHJEHrJIHKoAb 1500
nan 20000, noauMeTuAPeHUICHNOKCAH-4, TpPHMeHSieMbie B KauecTBe
HenmoABHXHOU (asbl 7—15% oOT Macchl TBepAOro HOCHTENS, PpacTBo-
PAT B XJ0podopMe H NMOMEMAIOT B BBHIAPHUTENBHYIO YaIUKy. 3aTeM
B NOJIYYeHHBI!l pacTBOP AJS NPONUTKH BHOCSAT TBEPAbI HOCHTENb NPH
HeNpepLIBHOM NepeMellHBaHHH. XJIopOQOPM  YAAJAOT MelJeHHLM
BHIapHBaHMeM Ha BojsHOH GaHe mpu 70—80°C npH NOCTOSTHHOM Iie-
pemeuinBauuy. IIpurorosieHHyio TakuM o6pa3oM HacajgKy cyluiaTt B
cywnabHoM wKagy npu 120—130°C B Teyenne 2—3 q,
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Jas cMoJ, cofepMalUX alETOH, B KayecTBe HENOABHKHOH (HasH
HCIOJIb3YIOT NOJIH3THJIEHIVIMKOJNb € MOJIeKyJspHoi Maccod 1500 wnim
20000, noauMeTUI(hEHHICHTIOKCAH-4.

(Uamenennas penakuus, Ham. M 1, 2).

1.2.2. Ilodzoroska annaparype. Kk anasusy

IToAroToBKy KOJIOHKH Xpomartorpada M 3aloJHEHHEe ee Hacaakoi,
a TakxKe BHIBOJ XpoMarorpada Ha paGouMil peXKUM NPOBOAAT MO HHCT-
PYKUHH K Nnpu6Opy. YCTPOHCTBO A/ BBOJAA NMpo6 (HCIApUTeNdb) HJH
HNPHCTaBKy K XxpoMmarorpady, npeaBapHTeJbHO HPOMBITHE aLETOHOM,
3aMOJIHSAIOT CTEKJIOBATOH MJIH CTEKJ0BOJOKHOM. Uepes kaxable 10—20
aHaJ/IH30B HX MEHSIOT, a HCIapHTeNb NPOYHLIAIOT CTaJbHOH IPOBOJO-
KOH HJH NPOCBEPJUBAIOT.

C uenblo o6JierueHHsl YHCTKH JONYCKAETCs YCTAHOBKA B HCNIapHTENb
CbE€MHOH MeTaJlJInuecKoi TPYyOKH, B BepXHeH YacTH KOTOPOH caeNaHBI
OTBEPCTHS AJs1 MOAAYH rasa-HOCHTEJA.

[lpucraBKy ycTaHaB/IHBAalOT Ha XpoMarorpadh, y KOTOPHIX BHYT-
peHHHH auaMeTp Hcnapurenas MeHee 4 MM. [IpucraBky ¢ moMolibio
pe3n0bl COeNHHAIOT C HCIapHTesleM Iepel XxpoMarorpaduyeckoii Ko-
JOoHKOH. I'a3-HOCHTeNb NOJAIOT B BEPXHIOI YacTh NPHCTABKH Yepes 6o-
KoBoi wmrtynep. Temneparypy o6orpesa NpHCTaBKH peryJHPYIOT H3Me-
HeHueM Hanpsxenus JIATP-a, nokasaHnsi KOTOPOro rpagyHpPyiOTCs Ha
remneparypy or 210 go 250°C. Tlpm rpaayupoBaHHH IOKa3aHHH
JIATP-a teMneparypy INpPHCTaBKH H3MEPSIIOT TEePMO3JEKTPHUECKHM
TEPMOMETPOM.

I'panyuposky xpomarorpada NpoBOAST B COOTBETCTBHH C METOMH-
koit MU 137—77, yrBepxaenHoit BHUHMMC.

(M3menennas pepakuus, Ham. Ne 1).

1.2.3. Ilpueorosasenue anarusupyemorx npob

1—10 r cMoabl HJIM JaKa B3BEIIHBAIOT, Pe3yJbTaT B3BEINMBAHHS
B rPaMMax 3aNHCHIBAIOT C TOYHOCTBIO JI0 YETBEPTOrO AECATHUHOIO 3Ha-
Ka, 106aBasI0T BHYTPEHHHA 3TalloH (479 ¢eHoJoKpe3osobopMab-
JeTHOHBIX CMOJ — JeLHJOBHHA CHHDPT, AJAS OCTaNbHBIX — M-KDPe€30J1)
B KOJIHYeCTBe, IPHMEPHO PaBHOM IPeANOJaraeMoOMy COJAEepXKaHHIO de-
HOJIa B CMoOJie HJIH JlaKe, H pacTBopsioT B 1—10 cM3 pacrBopurens.
IlpuMeHnsieMBle pacTBOpHTENH B 3aBHCHMOCTH OT THNIAa aHaJH3HpYye-
MOH CMOJIBI IPHBEJEHH B TabJuLe.

JonosHuTe bHAs MOATOTOBKA NPO6 CMOJEL HJAH JaKa JOJKHA GHTb
yKa3zaHa B HOPMAaTHBHO-TEXHHYECKOH JOKyMEHTAallMH Ha MaTepHaJ.

1.3. [IpoBeneHue aHaau3a

IToayuennyio npoby B Koauuectse 0,2—3 MK/ BBOAAT MHKDPOLINPH-
IeM B MPHCTaBKY K XpoMarorpady H CHHMAalOT XPOMATOrpaMmy IpH
pabouHX YCJOBHAX, YKa3aHHBIX HHXKe.

TemnepaTypa tepMocrara, °C... 170—180.

Temneparypa ucnapureas, °C. .. 210—250.

Pacxox rasa Hocurenst (asora), MJI/MHH ... 35—50,
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Pacrsopureau GenoaodopMaabIETHAHBX CMOJ H JAKOB

HaumeHoBanHs HanMeHoBaHHS
CMOJ pacTBopHTegeH
Hosonauxsie Oruaosuiii cnupr mo T'OCT 18300—87

BLICUICTO copTa
Aueron no 'OCT 2603—79, u.n.a.
Taepasie pesospHbe:

tdeHonodopManbaeryiHbe Huokcan no TOCT 10455—75, x. u,
tdenonoaHMIHHODOPM abaer HA - Huokcan no TOCT 10455—75, x. u,
HHEe Aneron no 'OCT 260379, u.1.a.
¢denonokpesonoaHuAUHOGOPMaL- Jumernndopmamus, no T'oCT
AerniHnie 20289—74* x. u., aweron no TI'OCT
2603—79, u. a. a.
Jlakn 7 xuAKHE GeKeauT Aruaosnfi cnnpr no I'OCT 18300—87
BBICIIErO COPTa
BoanoamyJsbcHOHRBIE ¥ BOLOPACTBO- Sruaoewlii cupt mo TOCT 18300—87
DHMHIE BRICLIErO COpPTa, NMPONHJOBEIA CIHMPT, Xpo-

marorpaduueckH  YHCTHIH, JHOKCaH IO
I'OCT 10455—75, x. 4., aueron no [OCT
2603—79 4. a. a.,, 6yranHoa-1 mo T'OCT
6006—78, u.n.a.

(H3menennan pepakuug, Ham, M 1, 2).

BpeMsi Bbixoia BceX KOMIIOHEHTOB, MHH . . . 10—20.

CKopocTh JABHIKEHHs AHATPAMMHON JeHTBH, MM/4...120—240.

[Topsinok BhIXOZa KOMNMOHEHTOB NpPHUBENEH Ha uepT 2—3.

14. O6paborka pe3yJAbTaTOB

Pacuer xpomarorpaMM NpPOBOJAT N0 IJICLIAASAM IIHKOB METO/0M
BHyTpeHHero 3tajoHa. [laomane kaxporo nuka (S;) B MM? BHUHC-
JA10T N0 GopMyae

Si=h;-b;-M;,
rae h;j — BBICOTA NHKA, MM;
by — ImHpHHA NHKA Ha NOJOBHHE BEICOTH, MM;
Mi — Maciurab NHUKOB KOMIIQHEHTOB.

BricoTy nmHKa H3MepsOT IITAHreHUHPKYJaeM, a UIHPUHY — H3MEpPH-
TeJbHOH JIyNOH.
Maccosyio noJo ¢enosa (X) B npoueHTax BHYHCAAIOT NO hopmyJe

X = S.-Kisz-IOO ,

rae Si, S.r — NJOMAaAK NHKOB (eHoMa U BHYTPEHHEro 3Tal0Ha, MM2;
Ki — xanu6posounmiit xo3(puunent pas deHona, onpene-
JISIeMBIA IO HCKYCCTBEHHHIM CMeCsM;
R — orHOlleHNe MacChl BHYTPEeHHEro 3TaJioHa K Macce aHa-
JIU3HPYEMOH CMOJIBl UJAH Jaxa,
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Xpomatorpamma
thenonoxpesonopopmas-
AErHAHBIX CMOJ

3
S
S
)
S
20 70
bperma, MuH

I—pacTaopuTens; 2—ae-
DHAOBLIN COHDPT; 3—deHon

Yepr. 2

(M3menennas penaxuns, Ham, Ne 1).

XpomaTtorpaMma
denonopopmanbrerng-
HbIX CMOJ H JIAKOB

7

Bbod 7podss

J'U

20 70
BpemA, mun

I—pacrteopurens; 2—de-
HOJ; 3—M-Kpe3on

YepT. 3

Tounocrs MeTozma XapaKTepu3yercss OTHOCHTEJbHHIM CTaHAapPTHLIM

OTKJOHeHHeM, paBHEM 0,03.

2. METOA ONPEARENEHUA CBOSOAHOIO ®EHONA
B ®EHONODOPMANBAEIMAHLIX ©OPMOBAHHbBIX M3AENUIX

21. Annaparypa, nocyna, peakKTHBH
2.1.1. Ons onpeneneHns coaepxaHus cBo6ogHoro ¢eHosa B (heHO-

J0GopMaNbAeruAHEIX (HOPMOBAHHBIX M3JEMHAX JOJKHH IPHMEHSATh-

cA:

POLIOK;

ycrpoficrso J06oe a1 u3MenbueHHs GOPMOBaHHBIX H3ACJIHA B NO-.
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curo ¢ cerko#i no TOCT 6613—86 Ne 025K;

Koa6u Ku-1—250 mo 'OCT 25336—82;

LHAHHAP H3MepuTebHbH ¢ HocukoM no I'OCT 1770—74, wucnons-
HeHHus 1, BMecTHMocTbi0 100 cMm3;

6operka no 'OCT 20292—74, ucnonnenus 2, 2-ro Kjaacca TOYHO-
CTH, BMeCTHMOCTbIO 25 cM3, ¢ neHo# genenus 0,05 cm3;

nunerku no 'OCT 20292—74, ucnosnenust 2, 1-ro Kaacca TOYHOC-
TH, BMeCTUMOCTbIO 2,5, 10, 25 cm3;

Boponka B®-1—32[TOP 100 mo I'OCT 25336—82;

HaTpHil TerpaGopHoKucIu# (6ypa) no TOCT 4199—76;

HaTpuil cepHOBaTHUCTOKHcaABIH (THOcynbdar Harpus) no CT CIB
223;75S pacrBop KoHuentpauuu ¢ (Na,S,0;3)==0,05 Moub/am?
(0,05 n.);

kuciaora ceprasg no 'OCT 4204—77, pactBop KOHUeEHTpaluH
2 mosn/nM? (2 H.);

Kpaxmaan pacrsopuMbiit no 'OCT 10163—76, 1%-urii pacrBop;

#tog mo 'OCT 4159—79, pacrBop koHueHTpauuu ¢ (Na;$,0;)=
=0,05 moan/am? (0,05 u.);

i Boja puctuaaupoBanuas no FOCT 6709—72;

BecH JaGopartopHeie tuna BJIT-1 uauw awanoruunoro rtuna, 3-ro
KJaacca, ¢ Hau6GoJablIUM NpefeoM B3BewnBanus 1 kr.

22 IlogroToBKa K aHalu3y

O6pasen u3nedns H3MeJbYalOT B NOPOILNOK, HE AOMYCKas meperpe-
Ba Matepuana. [Topolliok npocedBaloOT uyepe3 CHUTO U XpaHAT B Ganke
¢ npullinpoBaHHO# NPO6KOH.

5 uan 10 r aHaNM3HPYEMOrO MOPOIIKAa B3BEILIMBAIOT H PE3yJbTiT
B3BelUMBaHHS B I'PaMMaX 3aNHCLIBAlOT C TOYHOCTHIO 10 BTOPOro Ae-
CATHYHOTO 3Haka. ITOpoOLIOK noMemaioT B KOHHYECKYO KOJGy BMec-
THMOCTBIO 250 CM3 M 3aJIUBAIOT JECATHKPATHBIM KOJHYECTBOM JHCTHJI-
JupoBaHHO# Boxbl, Harperolt o 90—100°C. Koaby 3akphiBaloT npo6-
KO M BCTPSXHBAIOT [J151 PABHOMEDHOrO CMayHBAHUS BCEro NOpPOLIKA.

CozepxuMoe KoJGH OXJAaXKAAIOT IPH KOMHATHOH TeMmmepartype B
TeueHHe | 4, mepHOAHYeCKH B30aJTHIBAs, NOCJE 3TOrO (PUIBTPYIOT Ye-
pe3 GHALTPYIOLLYI0 BOPOHKY.

2.1.1, 2.2. (Mamenennas penakuus, Ham. N 2).

23 IIpoBeneHne aHaadu3a

B xoa6y BMectuMocTbio 250 cm?® BHOcAT numetkoil 5 cm® ¢GuibT-
para, nobasJisior nunerko# 10 cm?® pacrBopa fioga, 3—4 r 6yphl, 0K0JIO
100 cm? pucruanupoBaHHOH BoAH. Koaby 3akpHBawT npo6Koi, B36aJ-
THIBAIOT ¥ BHepxKuBaloT 10 MHH MpH KOMHAaTHO# TeMmepaTtype B TeM-
HOM MecTe. 3aTeM IIPHJHBAIOT NMHNMeTKOH 25 cM3 cepHOH KHC/IOTH H
cHoBa B36aaThBaloT. HempopearuposaBiiuii HOX OTTHTPOBLIBAIOT pa-
CTBOPOM CepHOBaTHCTOKHCJOrO HaTpHs npH jpobasJjenuu 2 cM® pacr-
BOPa KpaxMmaJaa.

OnHOBpPEMEHHO MPOBOAAT KOHTPOJBHHIA OMHIT B TeX e YCJIOBHAX,
npH 3TOM BMecTQ (uabTpaTa GepyT 5 cM® RUCTHIJIHPOBAHHOH BOJHL
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ITpoBoaAT nBa paGoOYHX M ABA KOHTPOJBHEIX ONpeneseHHS.

24, 06paboTKka pe3yabTaToOB

Maccosyro goaio cBoGoxHOro ¢eHosa (X;) B NPOLEHTaX BEYHCISA-
10T no dopmyae

rae V—

Vi—

Vy —
0,0007835 —

m.—-
Vs—

TouHocTh

(V—=V1)-V,-0,0007835- 100
m-Vs

o6beM (cpeaHee apudMerHyecKoe pe3yJbTaToOB ABYX OIl-
pelesieHHH) pacTBopa CEPHOBATHCTOKHCJOIO HAaTpHs
KoHueHTpauuu ¢ (Na;S,0;3)=0,05 monn/am® (0,05 n.),
H3DaCXOA0BAHHBI Ha THTPOBAaHHE B KOHTPOJbHOM OMNbI-
Te, CM3;

o6bem (cpenHee apu(pMeTHUECKOe pe3yJbTaToB ABYX OIl-
pellesieHHA) pacTBOpa CEPHOBATHCTOKHCJIOIO HaTpHs
koHuentpaunu ¢ (Na;S,0;)=0,05 moas/am® (0,05 n.),
H3PacXONOBaHHHI Ha TUTPOBaHHE aHAJH3HPYEMOro pa-
CTBOpa, cM?;

06beM BOJBI, B3ATBIH OJ151 IKCTPAKIUHH MOPOLUKA, CM3;
KONMM4YecTBO (peHosa, cooTBercTBylomiee 1 cm® pact-
BOpPa  CEPHOBATHCTOKHCJOrO HAaTpPHSI  KOHLEHTPailuH
¢ (Na;S,0;)=0,05 moan/am® (0,05 u.);

Macca HaBeCKH aHaJH3HPYyeMOro NopoLIKa, T;

06beM aJUKBOTHOH 4acTH pacTBopa, B3ATHIA AJs onpe-
AeJieHHs, cM3.

MeToJa XapaKTepH3yeTCs OTHOCUTEJNbHLIM CTaHAAPTHBIM

Xi=

3

oTKJIOHeHHeM, paBHbM 0,02.
(HU3meHennan pepakuus, Ham. Ne 2),
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