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FTOCYRAPCTBEHHB YW CTAHAAPT COIO3A cCCP
S

NPOAYKTbl ®EHOJIbHBIE KAMEHHOYIOJSIbHBIE

Tasoxpomarorpathuueckuii merop onpeaeneH1s rocr
KOMNIOHEHTHOTO cocTaBa heHona M o-kpesona
Coal tar phenol products Gas chromalographic 20843.1—89
method for determination of composition
of phenol, o-cresol
OKCTY 2409
CpOK AeNCTBUS ¢ 01.04.90

Ao 01.0495

HecoSmerHne CTaHfjapra npecnefyercs rno 3aKoHy

Hacrosuiuit craHgapT ycTaHaBJHBaeT rasoxpoMarorpaduueckui
METOZ OINpefesieHHs] KOMIOHEeHTHOr0 COCTaBa KaMEHHOYTOJbHBEIX (eHo-
Jla K 0-KpesoJia.

MerTtoa 3akJ/moyaercs: B razoxpoMarorpaHuueckoM pasie’eHHH Ipo-
AYKTOB HA HacafloYHOH KOJIOHKe M pacueTe MacCOBOK J0.H KOMIOHEH-
TOB METOJOM «BHYTDEHHEro 3TaJoHa».

MeTon MO3BOJISIET ONpeAe]sATb MacCoBYIO AO.I0 KOMIOHEHTOB OT
0,5 no 1,0%.

1. AMINAPATYPA, NOCYRA, PEAKTHBbI

Xpomarorpa¢d rasoBblit ¢ ABOAHHIM I 1AMeHHO-HOHH3aLHOHIBIM jle-
TEKTOPOM UYBCTBHTENbHOCTbIO, obecneunBarIlefl onpejaeseHue KoMIo-
HEHTHOIO COCTaBaz MPO/yKTOB B 3aJaHHbIX Npejeax

KoJsionka raszoxpomatorpaduyeckas U3 HepxKaBelolleid craiH, CIH-
paJabuast, BHyTpeHHUM auaMerpoM 3 MM OOmas a1una —4 M Jlag
coegnuenus cekuuil (B .11060M Habope) HCHONB3YIOT NEPEXOJHHKH U3
3amacHbelX 4acreii K xpomatorpady HJAH CHElHAaJbHO H3rOTOBJIEHHLIE.

Mugkpouwnpui tana «I'azoxpom» BMecruMocTbio 1 MM3

JluHelika usmeputebHast Meraunuueckas no I'OCT 427

Jlyna uaMeputesbuasi obmwero Hasuadenus no ['OCT 25706 n.in
3JIEKTPOHHBIA HHTErpaTop.

Ikad cymunabHb, ofecneyuBalOmUil TeMmepaTypy Harpera
(100£10)°C.

Becnl n1aGopartopubie ofuiero HaspaueHus no [OCT 24104 2-ro
Kjiacca TOYHOCTH ¢ Haubo.lbWUM npenesnoM B3pewnBanus 200 r u 3-1o
go(é)l-ro K.J1aCCOB TOYHOCTH C HaHOOJBIIHM IpeJesJoM B3BEUIMBAHHS

r.

H3paHne othuumanbHoe Mepeneuarxa BocnpeuieHa
© WUspatenscteo cranpapros, 1989
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C. 2 FOCT 20843.1—89

DBans BoxsiHas.

Yamka BeinapureabHas ¢papdoposas no FOCT 9147 BMecTHMOCThIO
100 uam 250 cm3.

Crakan no ['OCT 25336 BMectuMocTbio 100 cm3,

Kon6a xonuueckas sMectumoctbio 10 cM® (co maugoM) Hiau BHICO-
Kuii crakaHuuk gJs B3sewuBanus no FOCT 25336.

HenoxpuxHas dasa: nouancdeHnnoBudi s¢pup 5PUID aas xpomaro-
rpaduu HAN AJS1 BAKYYMHOH TEXHHKH.

Teepawit Hocuteab: xpomMatoH N-AW-HMDS wuau xpomaton
N-AW-IT'MDS c¢ ¢pakuueii 0,16—0,20 uaun 0,20—0,25 mMm.

PactBopureab Aas HeNOABHKHOH (asul: xJopodopm mno I'OCT
20015 nau 6ensoa no 'OCT 8448.

Pacteoputens nas deuona: aueron no [OCT 2603, TOCT 2768
uan xaopogpopm mo 'OCT 20015.

BHyTpeHHHe 3TaJIOHH: AJA (DeHOsa — M-KPE30J C MaccoBOi AoJeR
OCHOBHOTO BelectBa He meHee 98%; ags o-kpesosa — JoAeKaH A
xpomarorpaduu.

BemecTBa A/ NPHrOTOBJIEHHS HCKYCCTBEHHBIX cMecei:

nupuauH no 'OCT 13647,

anuaul no T'OCT 313;

¢enon mo 'OCT 11311 uan T'OCT 23519;

o-kpesoa 1o 'OCT 11312;

M-KPe30Jl C MaccoBOH JoJsiefi OCHOBHOro BemiecTBa He MeHee 98%.

T'as-HocHTesb: a3oT raszoobpasblii mo T'OCT 9293 usu cxKaThHi.

Bonopoa texnuuecknit no FOCT 3022.

Bosayx cxKaThlft AJil MHTaHHsI THEBMATHYECKHX NPHOOPOB U CPEACTB
aBTOMAaTH3ALUH,

Jonyckaercs MpHMeHeHHe ammnapaTypbl H o6OpyAOBaHHs IO KJac-
Cy TOYHOCTH H TBEPJBIX HOCHTE/EH H PEeaKTHBOB IO KAYeCTBY He HHXKe
VKa3aHHBIX.

2. NOArFOTOBKA K AHANM3Y

21. ITpurorornernue copbGeHra

HenoasuxHyio ¢asy, cocrasasomyio 20% MaccH HOCHTeJsi, B3Be-
HIKBAIOT (pe3y/ibTaT B3BeIUHBAHHS B IDaMMax 3amUCHBAIOT C TOYHO-
CTBIO 10 BTOPOTO AECATHYHOIO 3HAKa) U PACTBOPSIOT B H3GHITKE pacT-
BOpPHTEJIsI.

B nosnyyenuuifi pacTBOp npu nepeMellMBaHHH A06aBJAAIOT TBEPABIH
HOCHTEJb. PacTBopHTe b yIaJIsI0T KHNsUeHHEM Ha BOASHOH GaHe. 3a-
TEM [0JyYeHHLH cOpOeHT cyllaT B CyWIHAbHOM LIKady B TeyeHHe 3 4
npu temnepatype (100+4-10)°C.

2.2. XpomarorpaduuecKkyio KOJOHKY 3alOJHSIOT copGeHTOM, ycTa-
HaBJIMBAIOT B TEPMOCTAT XpoMaTorpacda, NPHCOEAHHAsA OJHH KOHell KO-
JIOHKH K HCIapHTEJI0, APYTro# OCTaB/sAs CBOGOXHBIM.

2



TOCT 20843.1—89 C. 3

Ko/l0HKYy KOHIHUHMOHHUPYIOT B TeueHHe 2 Y, IIOCTENeHHO NOBHIIIAs
TeMmnepaTypy oT KoMHaTHO# A0 160°C, H BbIAEpKHBAIOT NIPH 3TOH TEM-
neparype 5—6 u.

2.3. Mourax, HalaJKy H BBBOJ XxpoMatorpada Ha pabouuil pexHm
NPOBOJASAT B COOTBETCTBHM C WHCTpyKuuMel, NpH/araeMoii K npHOopy.

24. OnpepneseHne TPaAyHPOBOYHB X KO3pOOHIHEH-
TOB

2.4.1. nsi onpejneneHuss rpaiyHpPoOBOYHBIX KO03(p(HUUHEHTOB FOTO-
BAT He MeHee HSATH HCKYCCTBEHHBIX cMeceH, O6/IH3KMX IO COCTaBy aHa-
JH3HPYyeMbIM NpPOAYKTaM, ¢ no0aBJjieHHEM <«BHYTPeHHEro 3TaJjoHas.
PesysibTaT B3BeLIHBAHHA KaXKAOTO KOMIIOHEHTa U «BHYTPEHHEro 3TaJjo-
Ha» 3allHCHBAIOT C TOYHOCTBIO JO YeTBEPTOro JecATHUHoro 3Haka. B
KayecTBe PacTBOPHTENs HCNOJb3YIOT 6eH30J. [IpHroTOBJIeHHHE CMECH
BBOAAT B XxpoMarorpad u xpomarorpadupyloT NpH YCJIOBHAX, YKa3aH-
HHIX B TalbJ. 1.

Ta6banuma 1

Ilapametp Hopma
1. Temnepatypa TepMmocrara, °C 14541
2. Temneparypa ucnapurens, °C 22045
3. Temneparypa AetekTopa, °C 220410
4. CKOpOCTb rasa-HOCHTENs, cMS/MHH 20—25
5. CKOpOCTh ZMArpaMMHOMN JIEHTH, MM/ 200—240
6. O6beM BBOAMMOMA npoGhl, MM? 0,2—0,5

ITapamMeTpsl YYBCTBHTENBHOCTH IIJaMEHHO-HOHH3ALHOHHOTO J€TeK-
TOpa NMoA6HpaloT IKCNEPHUMEHTAJNbHO TaK, YTOOK MaccoBOH HoJe KOM-
noHenta 0,1Y% cooTsercTBOBas MHK BHCOTOH He MeHee 10 MM (ocHOB-
HOH KOMITOHEHT HaXOZHTCHA BHe NPEeAEsOB LIKAJH).

ITpu Heo6XOLHMOCTH KOMIeHcauuH (HOHA pEeKOMEHAYeTcCsl HCHOJb-
30BaHHe JIONOJHHUTEJIbHON KOJOHKH CDaBHEHHS AJHHOH 1—2 M, 3amoJ-
HeHHOH copGeHTOM, C aHAJOTHYHHIMH XapaKTePHCTHKAMH H NOAK.JIO-
yeHHOH KO BTOPOMY IITaMeHHO-HOHH3allHOHHOMY AETEKTOpY, HMelolie-
Mycs Ha npubope.

2.4.2. Tlnomanp nHKa Kaxjaoro koMmnoHeHra (S;) B KBaJpaTHHX
MHJJIHMETPAX BHIYHC/ASIOT C NIOMOUIBIO 2J€KTPOHHOTO HMHTErpaTopa HJiH
no opmyJe

Si==h;- by,

rae hy— BhiCOTa NHKa {-r0O KOMIOHEHTa, MM;
by — wppyUHa NMHKa Ha NOJOBHHE BBLICOTH NHKa i-ro KOMIIOHEHTA,
MM.
2.4.3. T'paayupoBounsie ko3pdunuents (K;) Bolunciasior mo ¢op-
My.1e

Ki_ m!'Ssr
M S
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rae m;— macca i-ro KOMINOHeHTa, B3ATas AJs NPHIOTOBJEHHS HCKyC-
CTBEHHOH CMecH, T;
Ssr —naomans NHKa «BHYTPEHHEro 3TaJjOHa», MM2;
Mmsr — Macca «BHYTPEHHEro 3TaJIOHa» B HCKYCCTBEHHOH CMeECH, r;
S| —nJomaap MHKA {-ro KOMIOHEHTa, MM2,

2.4.4. 3a rpanyHpoBOUHHIH KO3()PHUHUEHT N KaXAOro KOMIOHEH-
Ta NPHHHEMAIOT cpejHee apHpMeTHYECKOe Pe3yJbTaTOB aHaJH3a MNATH
HCKYCCTBEHHBIX CMecell ¢ pa3/HYHOH MaccoBO# qoJ/iefi KOMIOHEHTOB B
cMecH, NPH 3TOM AJS1 KaXJOH HCKYCCTBEHHOH CMeCH CHHMAIOT He Me-
Hee Tpex XpoMaTorpamm.

3a rpaAyupoBOYHHI Ko3dhdHIHEHT Aaf 2,6-KcHieHosa (B o-Kpe-
30J/1€) MPHHHMAIOT 3HaUEHHe, paBHOE I'PALYHPOBOYHOMY K03 HIHEHTY
Aas (peHoa.

OTHOCHTe/IbHASI NMOTPELIHOCTb DPEe3yJbTATOB ONpPEAENeHHs] KaXKJIOTo
KOMIIOHEHTA HCKYCCTBEHHOH CMeCH He JOJIKHA mpeBHinath 109 ompe-
JensieMOH KOHLeHTPAaluH.

2.4.5. TlopsinoK BHIXORa H OTHOCHTE/NbHOE BpeMsl YIAEPXKHBaHHsA
KOMIIOHEeHTOB (PeHOJIa H 0-Kpe3oJa yKas3aHul B TabJ. 2.

Ta6auua 2
A OrtHocHu- Haumeno-

LERUEH S Haumenobauue TeJqbHOE Ananuan- panue Xommo- | OTHOCHTENb-
pyemulit KOMIOHEHTA BpemMs pyemblit HeHTa (NpH- HOE Bpems
NMPOAYKT (mpumecu) yAep:KHBaHHS NPOAYKT MeCH) YAepKHUBaHHA

Denon Denon 0,57 o-Kpesoa Nupuauu 0,31
o-Kpeson 0,85 Honekan
m-Kpesoa («BHYTpeH-
(«BHYTpeHHHil HHIi 9TaJIOH») 1,00
3TAJIOH») 1,00 ®enon 1,32
2,6-Kcunenon 1,17 Anunun 1,60
0-Kpesou 1,91
m-+n-Kpe-
30.1 2,25
2,6-Kcune-
) HOJ 2,62

3. NPOBENEHUE AHAJIM3A

3.1. HaBecky 0,8—1,5 r aHanuaupyemoit npoGhrl B3BEHIHBAOT B
CTaKaHYHKe HJH KoJsbe co maucdoMm. B Ty ke eMKocTh n06aBaSIOT CO-
OTBETCTBYIOIIME aHAJIU3HDYEMBIM NPOAYKTAaM «BHYTpPEHHHE 3TaJIOHBI»
B rpammax, cocrabjsioutue 0,5—1,2% maccel nmpo6sl M-Kpesosa AJisi
¢denosia u 0,2—0,8% noxekaHa st o-KpesoJsia. Pe3ysibTaThl Bcex B3Be-
IABaHKWH B rpaMMax 3allHCHIBAIOT C TOYHOCTBIO A0 UeTBEPTOro Aecs-
THYHOrO 3HaKa. 3aTeM K NOATOTOBJEHHOH npobe (eHosa N06aBJSIOT
0,3—0,6 cM® pacisoputens. 0-Kpe3os ¢ «BHYTPeHHHM 3TajIOHOM» He
pPacTBOPSIOT.

3.2. ITpo6y or6upaloT MHKPOIUNIPHIEM, BBOAST B XpoMarorpad H
XpoMaTorpapHpyIoT Npu YCJIOBHAX, yKa3aHHBIX B M. 2.4.1.
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3.3. TunoBble xpoMaTorpaMMel (eHOJ1a H 0-KPe30Jia NpeACTaBaeHb

Ha uepT. | u 2.

TunoBast xpomatorpamMma tenosa

H A

g
N 9
I\
A !\
__r,,J.\h/ I/ |
p |
1 1 ~ + —) J—
L7 J9 20 77 Mot

1—denoa; 2—0-Kpeson; 8-—#-kpe3onl («BHYTPERHHA STAJNOH»); 4~—2,6-KcHaeHON; P—pacTso-

pHTEND

Yepr. 1

Tunosasi XxpoMaTorpaMma o-Kpe3oJa

.-.‘l"‘

L

4 b

)

i 2

7 o MK

l—nupnann; 2—znonekanp («BHYTPeHHWA 3TanoH»); 3—deron; 4~anunnAH; 5—0-Kpe-
3041; 6—M-+n-Kpesoa; 7—2,6-KCHIAECHON

Yepr.
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4. OBPAEOTKA PE3YJIbTATOB

4.1. MaccoByio f0/110 KaXXA0ro KOMINOHeHTa (IPHMeCH) B aHaJH3H-
pyeMom npoaykre (X;) B NpOleHTaX BBIYUCASIOT MO (GopMyse
Ki-Si-mam- 100
Xi= Som-m
rae Ki;—rpaayupoBoYHHH K03h(HLHEHT Onpene/isieMOro KOMIOHEH-
Ta;
Si; — miolaab NuKa ONpeAe/isieMOro KOMICHeHTa, MM?;
Mmsr — Macca «BHYTPEHHETO 3TaJloHa», T;
Ssr — MJIOLIaAb NHKA «BHYTPEHHEro 3TaJjIOHa®, MM?;
m —wmacca aHaJH3HpyeMoH npolH, T.
4.2. MaccoByw 010 OCHOBHOro BemectBa (X) B NpoueHTax BHI-
qHCJAAIOT 10 dopmyne

]

X=100—2ZX;,

rae X — cyMMa MaccoBHX AoJelt Bcex npuMeceit, %.

4.3. 3a peaysbTaT aHa/JH3a NPHHHMAIOT cpelHee apH(MMeTHUecKoe
pesy/IbTaTOB ABYX NapaJJenbHBIX ONpeje/eHHi, a6COJIOTHOE PacXox-
JIeHHe MeXAy KOTOPbIMH He MNpeBbliHaeT JOANycKaeMoe DPacXoxIeHHe,
pasHoe 0,10%, npu goBepuTe/ibHOM BeposiTHocTH P=0,95.

4.4. A6cosloTHBIE JONyCKaeMble PacXOXAeHHS MeXAY pe3yJ/brara-
MH aHaJju3a OAHOH npoObl, MOJYyUYeHHBle B Pa3HbIX JabopaTopHAX, He
ROJIXHH npesbiwath 0,15%.
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