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FOCYNDAPCTBEHHBW CTAHAOAPT COIK3A CCP
e

NMPOAYKTbl MEHOJIbHBIE KAMEHHOYIOJIbHbIE

lazoxpomarorpapuuecku meron onpegeneHms rocT
KOMNOHEHTHOTO COCTaBa (PeHoNa M O-Kpe3oa

20843.1—89

Coal tar phenol products Gas chromatographic
method for determination of composition
of phenol, o-cresol

OKCTY 2409

CpoX fAeAcTBMSA ¢ 01.04.90
ao 01.04.95

Hecobnioaenne cranpapra npecnefiyercs no 3aKoHy

Hactodminid cTaHaapT YCTaHABJAHBAeT Tra3oxpoMaTtorpaguueckKuu
MEeTOJ Oolpeae/ieHHs KOMIOHEHTHOTO COCTaBa KAaMEHHOYTOJIbHBIX (PeHO-
Jla K 0-KpesoJa.

Metoa 3ak/r04aercs B ra3oxpoMaTtorpa@uueckoM pasiae/eHuH Ipo-
AVKTOB Ha HacajO4YHOH KOJIOHKEe U pacueTe MacCOBOH J0.JH KOMIIOHEH-

TOB MeTOJAOM «BHYTPEHHEro 3TaJ/JJOHa».
MeToa no3BoJsdeT onpeAedasdTb MacCoBYIO 010 KOMIIOHEHTOB OT

0,5 A0 1,0%..
1. ATMMNAPATYPA, NOCYHA, PEAKTHUBbLI

XpoMmaTtorpag rasosblil ¢ ABOHHBIM II.1aMEeHHO-HOHH3ALHOHIIBIM jle-
TEKTOPOM UYYBCTBHUTENBLHOCTBIO, obecneunBarlied onpeaeseHHe KoMIO-
HEHTHOIO COCTaBa IPOJy KTOB B 3aAaHHBIX lIpeaeJax

KoJsoHKa rasoxpomatorpaduyeckas U3 HepxKaBelled CTaJH, CIIU-
paJbHasl, BHYTpeHHUM jauaMerpoM 3 MM OO6umas amwmna —4 M i
coeHHEeHHNsT ceKIHH (B .11000M Habope) HCHOLB3YIOT NMEPEAOAHHKH H3
3alacHbpIX 9acTteil K xpoMmartorpady HJAH CIELUHAJbHO HU3IOTOBJIEHHDIE.

Muxkpoumrnpuy, Tnina «[azoxpoM» BMEeCTHUMOCTbIO 1 MM?

Jluneiika usMepure,bHas Meraananueckas no I'OCT 427

Jlyna u3MmepurtenbHasi obwero HaszHadeHus no [OCT 25706 wH.H

3JIEKTPOHHBIH HHTErpaTop.
llIkad) cymuabHbIH, oO0ecney”BAW0OMUN TEMIepaTypy Harpena

(100+10)°C.

Becol snaboparopHbie obinero Hasgauenua 1o [OCT 24104 2-ro
KJacca TOUHOCTH ¢ Haubo.ibmuM npeaenoM Bapelrnsanus 200 r 1 3-1o
H 4-ro K.J1aCCOB TOYHOCTH C HaHOOJBIIHM IIpefeJsioM B3BeUIMBaHUS

500 r.

A3faHMe otbUuManbHOe [lepenevyar4a BocnpelleHa
© Uspatenbcrso crangapros, 1989
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C. 2 IOCT 20843.1—-89

baHsi BOAsIHaS.

Yaimka Beinapurte.bHas gapgopoBas no 'OCT 9147 BMeCTHMOCTRIO
100 uan 250 cm3.

Crakan no ['OCT 25336 BMmectuMocTtbhio 100 cm3,

Kon6a KoHuueckas BMecTuMocTbio 10 cM® (co waudoMm) UM BBICO-
K1l cTakaHuHK aJs B3sewruBaHus no 'OCT 25336.

HenoasuxHas ¢pasza: noqan¢peHuoBHA 3dup 5PUD aaa xpomaro-
rpauu HAH AJiA BaKYYMHOH TEXHHUKH.

Teepawii Hocuteab: xpoMatoH N-AW-HMDS wuax xpoMmMarton
N-AW-I'MDS c¢ ¢pakuueir 0,16—0,20 uau 0,20—0,25 MMm.

PactBopurtesnp AJs1 HeNOABHKHOH ¢asbl: xJvopodopm no I'OCT
20015 uau 6enzoa nmo 'OCT 8448.

PactBoputears nas denona: aueron no I['OCT 2603, TOCT 2768
niau xaopodopm no F'OCT 20015.

BHyTpeHHHe 3TaJiOHH: AJf (peHoJa — M-KPE30Jl ¢ MAacCOBOH A0JeR
OCHOBHOI'0 BeniecTBa He MeHee 98Y%; nas o-xkpesosa — goaekaH AJA
XpoMmarorpaguu.

BewectBa A5 NPUrOTOBJIEHHS HCKYCCTBEHHBIX cMecel:

napuauH no I'OCT 13647;

anuaul no I'OCT 313;

benon mo 'OCT 11311 uau T'OCT 23519;

o-kpes3oJa no F'OCT 11312;

M-KDEe30J C MacCOBOH JoJie OCHOBHOro BeliecTBa He MeHee 989Y%.

['a3-HocuTesb: a30T rasoobpasseiii mo I'OCT 9293 uau cxkartwi.

Bonopon texuuuecku# no I'OCT 3022.

Bo3ayx cxKaThl¥ AJi MHTaHUS NMHEBMATHUYECKHX NPHUOODPOB H CPEACTB
aBTOMAaTH3allHH.

Jlonyckaetrcss npuMeHeHHe ammnapatypbl U o0OpyAOBaHHSA IO KJac-
Cy TOYHOCTH M TBEPALIX HOCHTEJEH M PEaKTHBOB IO KAYECTBY HE HHIKe

VKa3aHHBIX.

2. NOATOTOBKA K AHAJNIN3Y

2.1. [IpuroToBneHue copbeHTA

Henonsuxuyi ¢asy, cocraBiasawwyro 209% MaccH HOCHTEJs, B3Be-
INHBAIOT (pe3yJsbTaT B3BEIUMBAHHA B rpaMMax 3alUCHIBAlOT C TOYHO-
CTbIO A0 BTOPOTO JCCSATHUHOTO 3HAKa) U PacTBOPSIOT B H30bITKE pPacT-

BOpHTeJIS.

B noayyeHHHI pacTBOP NPU NepeMelUHUBAHUU A00ABJAT TBEDALIH
HocHTeJdb. PacTBopuTe b yaaJsllOT KUMIsiUeHHeM Ha BOAAHOH OaHe. 3a-
TeM MOJyUeHHBIH COpOEHT cyllaT B CyLUMAbHOM WKady B TeyeHue 3 4
npu teMneparype (1004-10)°C.

2.2. XpoMaTorpaHuecKyw KOJOHKY 3alloJHAIT COpOEHTOM, ycra-
HaBJHBAIOT B TepMocTaT xpomarorpada, npucoeAHHasa OIUH KOHeIl KO-
JIOHKH K HCIapHTe/10, APYroi ocraB/ssi cBOOOLHBIM.

2



roCrt 20843.1—89 C. 3

KOJIOHKY KOHAHUHOHHUDYIOT B TeudeHHe 2 Y, IOCTENeHHO NOBLIIIaf
TeMIepaTtypy ot KoMHaTHo# A0 160°C, H BblAepKHUBAKIOT NPH 3TOH TeM-
nepatype o—6 .

2.3. MoHTax, Ha/MagKy H BEIBOJ XpoMaTtorpada Ha pabounid peXHM
NMPOBOASIT B COOTBETCTBHM C HUHCTPYKIIHEH, NpHJaraeMod K npHOOpy.

24. OnpengeneHde TPAaAYHPOBOUYHBIX KO3 () HI HEH-
TOB

2.4.1. [lns onpeaeneHdsi rpaiyupoBOYHBIX KO3(P(HUUHEHTOB TrOTO-
BAT HEe MEHee NATH HCKYCCTBEHHBIX cMeceH, OJIM3KHX MO COCTaBYy aHa-
JTU3HPYEMBIM MNpPOAYKTaM, ¢ A00aBjeHHEM <«BHYTPeHHEro 3TaJIOHa».
Pe3y/bTaT B3BelUHBAHHSA KaXJAOT0 KOMIIOHEHTA U «BHYTPEHHEro 3TaJo-
Ha» 3alHCBHIBAIOT C TOYHOCTbIO A0 YETBEPTOro AecATHUHOro 3Haka. B
KauyecTBe pPacTBOPHUTEASA HCHOAL3YIOT OeH30J. IIpHroToB/ieHHBIE CMECH
BBOAAT B XpoMaTorpad H XxpoMatorpaUpyloT NpH YyCJAOBHSX, YKa3aH-

HbIX B TaDJ. 1.
Tabaupma 1

ITapamerp ' HopMma

e T
1
1. Temneparypa TepMmocrara, °C | 14541
2. Temneparypa ucnapureas, °C 22045
3. Temneparypa gerekropa, °C | 220+ 10
4. CKOpOCTb rasa-HOCHTeJd, cM®/MHH 20—25
5. CKODPOCThL ZHATPAMMHOM JIEHTHI, MM/Y 200—240
6. O6beM BROAHMONH NpoGhi, MM3 0,2—0,5

I[TapaMeTpbl UYBCTBHTEJBHOCTH IJJAMEHHO-HOHH3AlIMOHHOTO J1E€TEK-
Topa NnoAOUpaIOT 3KCNEPUMEHTAaJJbHO TakK, YTOObl MacCOBOH H0J€ KOM-
noHeHra 0,1Y% cooTsercTBOBaJ MUK BhICOTOH He MeHee 10 MM (oCHOB-
HOH KOMITOHEHT HaXOAHTCA BHE IIpejeJsoB LIKAJIH).

[Ipy HeoO6XOLHUMOCTH KOMIIEHCallHH (OHA pPEKOMEHAYeTCs HCIOJb-
30BaHHE JAONOJHUTEJbHON KOJOHKH CPaBHEHHS NJHHOH 1—2 M, 3amoJ-
HeHHOH cOpOeHTOM, C AaHAJIOTHYHLEIMH XapaKTepPHCTHKAMH U IOAK.IIO-
JeHHOH KO BTOPOMY INJIaMEeHHO-HOHH3ALHOHHOMY JETEKTOPY, HMelolle-
Mycd Ha npubope.

2.4.2. Tlnomaapr nukKa Kaxinaoro KoMmnoHeHtra (S;) B KBaApaTHHIX
MHJIJTHMETPaX BLIYHCASIOT C MOMOUIbIO 3J€KTPOHHOTO HHTErpatopa HJH

o QopmyJie
Si==h;- b,

raie hy— BbICOTa NHKA {-r0O KOMIIOHEHTa, MM;
b; — WIHpHHA MHKA HA IOJIOBUHE BLICOTHI NMHKA i-r0 KOMIIOHEHTA,
MM.
2.4.3. 'paaynpoBouHble Ko3(phunuentn (K;) BBHYHCAAIT MO0 POp-
My.i€e

m 'Sa'r
Ki=——73—

-—- m’:‘tT'SI ?
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rae m;— Mmacca i-To KOMNOHeHTa, B3ATas AJs NPHIOTOBJEHHs HCKYC-
CTBEHHOH CMecCH, T
Sor — IJI0N[AJb NHKA «BHYTPEHHEro 3TaJioHa», MM?Z;
Msyr — Macca «BHYTPEHHEro sTaJioHa» B HCKYCCTBEHHOH CMeCH, I;
Si—nJoumaab NHKa [-ro KOMINOHEHTa, MMZ,

2.4.4. 3a rpaAyHpOBOUYHBIH KO3(D(PHUUHEHT AJA KaXIA0ro KOMIOHEeH-
Ta NMPHHUMAIOT CpeJHee apUPMETHYeCKoe pe3yJ/bTATOB aHaJH3a INSTH
HCKYCCTBEHHBIX CMECEH ¢ pa3/IHYHOH MAacCOBOH J0Jiell KOMIIOHEHTOB B
CMECH, IIPDH 3TOM AJS Ka>XIOH MCKYCCTBEHHOH CMecH CHHMAlOT He Me-
Hee TpexX XpoMaTorpamu,

3a rpaayupoBoYHBIH Ko3(hUIHEHT Agas 2,6-KcHseHoJqa (B o-Kpe-
30J/1€) MPHHUMAIOT 3HaueHHe, paBHOE I'PAAYHPOBOYHOMY KO3(DpHIIHEHTY
AJA (peHoJ1a.

OTHOCHTe/IbHAsl NOTPELIHOCTb PEe3YyJbTATOB ONpeAEJeHHSI KazKAOro
KOMIIOHEHTA HCKYCCTBEHHOH CMecH He AOJIKHA mnpeBblaTh 109 omnpe-
AeasieMol KOHUEHTPAaIHH.

2.4.5. Ilopsagok BHIXOZA H OTHOCHTEJIbHOE BpeMs VAEPXKHBAHHA

KOMIIOHEHTOB (peHoJ/1a H 0-Kpe3oJia ykKa3aHel B TabJ. 2.
Tabauuma 2

OTHOCH- HauMeHo-

Ananusu- HauMenoBaHHe TedbHOe Anaansu- Bapue kommo- | OTHOCHTENb-
pyemsblit KOMMNIOHEHT & BpeMd pyeMEIH HeHTa (OpH- HOEe BpeMH
NPOAYKT (ApuMecCH) yAeDKHBaHHS NPOAYKT MECH) yiepXHBaHUA
denox denoa 0,57 0-Kpesoa [Tupuaun 0,31
o-Kpesour 0,85 JoaeKkaH
n-Kpesoan («<BHYTpEH-
(«<BHYTpeHHHH HUHA 3TaJIOH) 1,00
3TAJOH» ) 1,00 DeHo 1,32
2,6-KcHneHoa 1,17 AHHJIBH 1,60
0-KpesoJt 1,91
m-+n-Kpe-
30/1 2,25
2,6-Kcuae-
\ 1 HOJI 2,62

3. NPOBEJIEHME AHAJIM3A

3.1. Hasecky 0,8—1,6 r aHanusupyemoin 1npo6nl B3BEUIHBAIOT B
CTaKaHuYHMKe HJH KoJibe co mandoMm. B Ty Ke eMKocTh 400OaBJAIOT CO-
OTBETCTBYIONINE aHAJHA3HPYEMbBIM NPOAYKTAM «BHYTPEHHHE 3TaJOHBI»
B rpammax, coctaBjaswoiliie 0,5—1,2% Maccol npobsl M-Kpe3oJga AJis
dbenosa u 0,2—0,8% noaekaHa AJs 0-KpesoJsa. PesysbTaThl Bcex B3Be-
LIMBAHHH B rpaMMaXx 3allHCHIBAIOT C TOYHOCTbIO N0 YE€TBEPTOro Aecs-
TUUYHOIO 3HaKa. 3aTeM K IOAroTOBJEHHOH npobe ¢deHosa A00aBJAAIOT
0,3—0,6 cm® pacsBopuress. o-Kpes3os ¢ «BHYTpPEHHHM 3TaJjIOHOM» He
PacTBOPSIOT.

3.2. Ilpo6y oTbHpalOT MHKpPOLINPHLEM, BBOAAT B XpoMmartorpad H
XpoMaTorpadupyIioT NpH YCJOBHSX, YKa3aHHBIX B 1. 2.4.1.
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3.3. TunoBele xpoMaTorpaMMhel (peHOJIa H 0-Kpe30Jia NpeAcTaBJ/eHb

Ha uepT. 1 u 2.
Tunosas xpomarorpamma tenosa

f £
J
N 7
[\
I\
[\
\
o L » - .
I—cdenoa: 2—o0-Kpesol; 3—m-Kpeioll [«BHYTpeHHHN STajoH»); 4~—2,6-kcuaeHon; P-—pacreo-
DHTEND
Hepr. 1

Tunosas xpoMarorpaMma o-Kpe3oJia
"
|

Y

el il

m 7 ATH

I—nupuaun; 2—aoaexkar («BHYyTpeHnnl stanou»); 3—denon; 4~—anunnn; 5—o0-Kpe-
304; 6—Mm-+n-Kpeson; 7—2,6-KCHIASHON

Hepr. 2
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4. OBPABOTKA PE3YJIbTATOB

4.1. MaccoBylo 10110 KaxXA0ro KOMIIOHeHTa (IpHMeCH) B aHaJIH3H-
pyeMoM INpoAyKTe (X;) B IPOUEHTaxX BHIUHCIAIOT MO POpMy.Je

_ Ki-Si-msm- 100

Xi_- Sam'm

rie Kj —rpaiyHpPOBOUYHLIH Ko3d U HEHT onpeaeasieMOoro KOMIIOHEH-
Ta,
S| — nuoulaab NUKa onpenesisieMOro KOMICHEHTa, MM?;
My — Macca «BHYTPEHHEro 3TaJloOHa», I;
Ssr — Mol aab NHKa «BHYTPEHHEro 3TaJIOHa», MM?;
m —Macca aHaJH3upyeMoH npoOH, TI.
4.2. MaccoByw [0/110 OCHOBHOro BellecTBa (X) B INpoOleHTax BHI-

YUCJAKT [0 dopMyJie

]

X=100—2X],

rgpe ZX; — cyMMa MaccOBbIX JoJiel Bcex npumeceit, %.

4.3. 3a pe3dyJsbTaT aHaJH3a NPHHUMAIOT cpelHee apHPMETHYECKOe
pe3yJbTaTOB ABYX apaJJeJbHbIX onpeaeaeHut, abCOMIOTHOE PaCXOK-
JIcHHe MeXJAy KOTODbIMH H€ NpeBbilHAeT AONMycKaeMoe pacxoxKieHHe,
paBHoe 0,10Y%, npu noBeputTenbHOH BeposiTHOCTH P=0,95.

4.4. A6CONIOTHBIE AONYyCKaeMble PacXOXAeHHs MeXAY pe3yJ/brara-
MH aHaJii3a OJAHOoH npoObl, NOJyueHHble B pa3HbIX Jaboparopudx, He

ROJIXKHB npeBbitath 0,15%.
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MHDOPMALMOHHDIE JAHHBIE

1. PASPABOTAH U BHECEH MuHMCTEPCTBOM UYEPHOM MeETannypruu
CCCP

MCNONHAUTENMH

N. M. XapbXuHa, KaHA. TexH. Hayk (pykosoautens temsbl); B. H. 3aronoxuHa;
B. A. Mpuaman; E. B. TapaxHo

2. YIBEPYXAAEH M BBEAEH B [AEMCTBME Mocranoenenvem locypap-
cteeHHoro kommrera CCCP no cranpapram or 29.03.89 Ne 828

3. BBAMEH TOCT 20843—75 B uvact¥ MeTroauku onpefereHMs co-
craBa (peHona u o-Kpe3lona

4. Cpok nepsoi npoBepku — 1995 r.
MNepnoOgMUHOCTL NPOBEPKM — 5 nerT

5. CCBITIOYHbIE HOPMATMBHO-TEXHMYHECKUE LOOKYMEHTHI

O6Gosnauenne HTIL, Ha KOTOpEI#A
AAaHa cChiaKa Homep nyHKTa

['OCT 313—74 |
TOCT 427—75

FOCT 2603—79

'OCT 2768—84

TOCT 3022—80

TOCT 8448—78

T'OCT 9147—80

FOCT 9293—-74

[OCT 1131176
FOCT 11312—74
IF'OCT 13647—78
I'OCT 20015—388
TOCT 23519—79
FOCT 24104—88
TOCT 25336—82
FOCT 25706—83
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