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Determination of butylhyrdoxyanisol (BHA) and Butylhydroxytoluene
(BHT). Gas-liquid chromatographie method
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Jlata sBeaenns 1994—01—01

1 Ha3navyeHnue u 00JaCTh NPUMEHEHHS

Hacrosumii craHmapT ycTaHaBAMBACT METON ONpEACICHMS MAacCOBOM MOMH OyTHIOKCHAHHM30JIa
(mpem-6yTin-4-metoxcudenon) (BOA) um Oyruwnokcuronyona (2,6-au-mpem-0yTii-4-MeTOKCHDEHO)
(BOT), McTomb3yeMBIX B Ka4eCTBE aHTHOKHCIMTEICH B XKMBOTHBIX M PACTHUTE/NbHBIX XHUpaX U Maciax, ¢
TIOMOIITBIO Ta30KMAKOCTHOM XpoMaTorpaduu.

II pu™me qaH ue— Hacroammuii MeTo,1 IMO3BOJISIET TAKXKE BBIIOIHSTH KOJTHIECTBEHHOE OIIpeeIeHIE CoJIep-
xkanwus TperoyTwirumpoxuHona (TBIX).

2 CcbLika

T'OCT 11254,

3 CymHoctn MeToaa

PacTBOpeHMe X1pa WM Macia B COOTBETCTBYIOLLEM pACTBOPHTENE, TIPSIMOE BBENCHHE B TA30BBIM
xpoMaTorpad 1 HUCIIOIb30BaHNE MeToa KaIuOpoBaHMs ¢ BHYTPEHHUM CTaHIAPTHBIM PACTBOPOM.

4 PeakTusbl

4.1 Ta3-HocuTenb, MHEPTHBIN Ta3 (TaKoi KaK a30T, Te/IMii WIKM aproH), TIATEILHO BBICYIIICHHBIN U
comepxaluii MeHee 10 Mr kucnopoga Ha 1 KT.

4.2 BcmoMoratenbHBIC Ta3bl:

BOIOPOI, MUHUMAIbHAS CTCTICHb YUCTOTHI 99,9 %, 6e3 opraHM4YecKuX MpHUMeceH;

BO3IYX WX KHCIOPON Oe3 OPraHNYECKUX TIPUMECEH.

4.3 JuxjopMeTaH WIH, B CIydae ero OTCYTCTBHSA, CEPOYITIEPO, He COMEPKALIIIl ITPpUMeCceii, KOTOphIe
MOTYT ITOBJIMATE Ha pe3ybTaTsl IpH onpeneacHun BOA 1 BOT MeTomoM ra3okuaKoCTHOM XpoMaTorpahHH.

Ipenynpexnenwve. duxnopmeran u aucyiandun yIiepomna — TOKCHYHBL. Kpome Toro, cepoyriepon
OYeHB JIETY4 U B3phIBoomnaceH. HeobxogmMo cobio0aTh OCTOPOXKHOCTD IIPH paboTe ¢ HUMMU.

4.4 MeTwn yHOeKaHOAT, MUHUMAJIbHAS CTeIlleHb YUCTOTH 99 %.

4.5 ByrwioKcHaHM30JI, MUHMMAJIbHAS CTEIleHb YHUCTOTHI 98 %.

4.6 ByTWIOKCHTONYOJI, MUHMMAJIbHAS CTEIIEHDh YUCTOTEI 98 %.

N3nanne opunuarsHoe

HacTosiimii craHaapT He MOXET GBITh MOJHOCTRIO MJIM YACTUYHO BOCIIPOM3BENEH, TUPAXKHUPOBAH U
pacmpocTpaHeH 0e3 paspeiieHns ['occranmapra Poccun
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5 Annaparypa

O6ruHOe TabopaTopHOe 000pyIOBaHHEe, a TAKXKe yKazaHHoe B 5.1—5.4.

5.1 Tazosslii xpoMaTorpad ¢ IaMeHHO-MOHU3AIMOHHBIM JETEKTOPOM M 3aIMCHIBAIOIINM YCTPOICT-
BOM, BKJTIOYAIOLLHAIA:

5.1.1 HMHxXeKkTop BMeCTE C OOHOM M3 HIDKCOIMCAHHBIX CUCTEM I YACPXUBAHUS HENCTYUYHUX XKUPOB
M MAacel:

a) (hOpKOIOHKA, 3aIl0OTHEHHAS CIJIAHN3UPOBAHHOM CTCKIISIHHOM BATOM WM CTEKIISTHHBIMU THAPUKAMM,

6) TpyOKa, 3aToNHEeHHAs CWIAHU3UPOBAHHO CTEKISTHHON BATOM, OMEIICHHAS B WHXEKTOP (TOJIBKO
B CJIyYae TOPU3OHTAILHOTO MHXKEKTOpa).

5.1.2 KonoHKy 13 HepxkaBeloUleH cTalu WK cTekia, mo3ponsiowmyio pasaensats bOA u BOT, mmuHoi
TMPUOU3UTETHHO 2 M, C BHYTPEHHUM TUAMETPOM 2—4 MM, 3alTOTHEHHYIO, HATIPUMEP, IPOMBITOM B KUCJIOTE
CHJIMJIMPOBAHHOM KUPIIUYHOMN TMBUIBIO!, 06pa6oranHoii 10 %-HbIM pacTBOPOM METWITIOIMCHIIOKCAHAZ,

5.2 Koxabsl MepHble BMecTMMOCTBIO 10, 20 1 100 oM.

5.3 TIumeTku rpanyipoBaHHBIE BMECTUMOCTEIO 1 1 2 cM3.

5.4 Bechl aHaTUTUYECKHUC.

6 OOHnapyxeHue

Cwm. TOCT 112543

7 MeTtoauka onpeaeieHus

7.1 IloaroroBka mpubopa

7.1.1 WHXeKkTOp

Temmepatypa — 250 °C

Tpybka mnu ¢hopkonoHKa MOKHA M3BIEKATHCS IIOCTE KAaXAOro pabodero JHS M TONTOTORISTHCS
HaKaHyHe TP TeMIIepaType UCTIBITAHMSI.

IIpuwmeganue— [IpoBepsaTs BpeMs OT BpeMeHT paboTy HOPKOIOHKHM, IMPOITycKas depe3 xpoMartorpad Xup
WIK MACIIO U3BECTHOIO COCTABA.

7.1.2 Tleyb m KONOHKA

TeMmeparypa nipu m3oTepMuiecKux ycaoBusx: 160 °C.

CKOpoCTb TIOTOKA Ta3a-HOCUTEIS: ONTUMATBHOE 3HAYSHNE YCTAHABIIMBAET OIEPATOP.

[epen iepBBIM HCTIONB30BAHUEM Yepe3 3aTI0THEHHYIO KOJIOHKY IPOITyCKalOT Ta3-HOCHUTEIb B TEUSHHE
24 9 mipu Temmeparype 220 °C.

7.1.3 JetexTop

Temmeparypa — 250 °C.

CKopocTh MOTOKA BCTIOMOTATEIbHEBIX Ta30B:

BomOpoaa — npubamsHTensHO 20 cM3 /MIH;

BO3IyXa MM KHUCJIOPOAA — B COOTBETCTBHM C MHCTPYKIIMENA M3TOTOBUTE]IA.

7.2 KaimOposanue

7.2.1 CymHocTbh MeTona

Hcnoms3ytoT MeTon BHYTPEHHETO KaJHOpOBaHMsI, IIPH KOTOPOM M3BECTHOE KOJHYECTBO M3BECTHOTO
BEILIECTBA, COOTBETCTBYIOIINI MUK KOTOPOTO HE COMIKAeTCS ¢ APYIMMH IMKaMH, BBOAUTCS B obOpasell U
TIPOBOAUTCS U3MEPEHHUE MMKOB PA3IMYHBIX COCTABIAIONINX, KOTOPLIE KOPPEKTHPYIOTCA C MCIOJIb30BaHHEM
COOTBETCTBYIOIINX MM KaTUOPOBOYHBIX KOAMGMUIIMEHTOB M CPABHHUBAIOTCH C TOJYYEHHBIM Pe3yIbTaTOM
W3MEPEHUS TTNKA U3BECTHOTO BEIIECTBA.

7.2.2 CraHmapTHbIe CMECH

7.2.2.1 BHYTpeHHUI CTAHOAPTHBINA PACTBOP

Hcrions3oBarh B Ka4eCTBe BHYTPEHHETO CTAHAAPTHOTO pacTBopa pacTsop 30 MKT/cM? MeTWI yHIeKa-
HOaTa, IPUTOTOBJICHHEIN CICAYIOIINM 00pa3oM.

! Gas/Chrom ¢ pazmepom uacturr 150—180 My (80— 100 MellT) TAKKe IIPUTOICH.

2 IC 200 [Kunematrdaeckas BA3KocThb 1,25 M?/c (12500 cst)] Takke TIPUTOACH.

3 Nomyckaercs npumeneHne T'OCT 11254 no BBemenns MCO 5558 B KauecTBe TOCYAApCTBEHHOTO
cTaHaapTa.
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OtBecutb ¢ To4HOCTHIO 0,1 Mr 30 Mr MeTH1 YHIEKaHoaTa B MEPHYIO KOJ6Y BMecTUMOCTEIO 100 cM3,
pasbaBMTb PaCTBOPHTENIEM 10 MeTKH. IlepeHecT 2 ¢M> 3TOro pacTBOpa ¢ MOMOLIBIO IHUIIETKH B MEPHYIO
Konby BMecTUMOCTEIO 20 cM? M JOBECTH 00BEM PaCTBOPUTENEM IO METKH.

7.2.2.2 CraHpmapTHble pacTBOPbl AaHTHOKHUCIHUTENCH

Orgecurh ¢ TouHOCThIO 0,1 Mr TouHo 100 r aHTMokucnurenss BOA wim BOT B MepHyio KonGy
BMecTrMocTbio 100 cM3. JloBecTn 06beM pacTBOopHTeENeM Ao MeTku. Ilepenectr 1 cM® sTOrO pacTBOpa
TIOMOIIIBIO TTUTIETKH B MEPHYIO KOJIOY BMeCTUMOCTBIO 10 cM? U loBecTH 00BLeM pacTBOPUTENEM A0 METKH.

B nsaTh MepHBIX KOO BMECTUMOCTBIO Mo 10 cM3 Kaxnas nepeHecTH ¢ oMonisio nunetku 0,2—0,5—
0,8—1 u 1,2 cM® pactBopa aHTHOKMCAHUTENA. JJOGABUTL C MOMOIIBIO HMIETKHA B KaXOylo Koiaby 2 cm3
BHYTPEHHETO CTAHAAPTHOIO PacTBOpa U JOBECTH OOBEM PACTBOPUTENIEM O METKH.

DTH TATH PACTBOPOB COAEPKAT COOTBETCTBEHHO 2, 5, 8, 10, 12 MKr aHTHOKMCIUTEN Ha 1 cMP.

IIpuMevanue — [IpoBepUTh ¢ MOMOIIBIO KOHTPOIBGHOTO METOJ@a OTCYTCTBHE WHTePMOEPSHIIMH ¢ METIUT
yHiekanoatoM. Eciii oHa mMeeT MecTo, cilemyeT UCIONb30BaTh B KA4eCTBE BHYTPEHHETO CTAHOAPTHOTO pacTBopa
MeTHIMUAPHUCTAT.

7.2.3 OmnpenencHue KATMOPOBOYHOTO K03 GULIMECHTa U TIOCTPOCHUE KATUOPOBOYHOTO rpaduka
BeecTn xaxaeiii pactBop B xpoMaTorpad u Beraucauth Koaddumuent (K) o dpopmyne
K=" ™
AS ma ’
rie A, — ninomanb MUKa, COOTBETCTBYIOIIETO AHTHOKUCIUTEIO;

A, — iomank NUKa, COOTBETCTBYIOIIETO BHYTPEHHEMY CTAHAAPTHOMY PacTBOPY;

m, — Macca CTAaHAApPTHOTO PacTBOPa aHTUOKUCIIUTCII, T;

m,— Macca BHyTPECHHETO CTaHAApPTHOTO pacTBOpa, T.

Ecmu TpebyeTcsi, To MocTpoUTh IpaduK, OTKIAAbIBAs HA OCH OPAMHAT OTHOLIEHU IUIOIIANEH IIMKOB,
COOTBETCTBYIOLIIMX AHTHOKHMCIUTEMO, K IUIOIANH NIMKA, COOTBETCTBYIOLIETO BHYTPCHHEMY CTAHAAPTHOMY
PpacTBOpy, a Ha ocH abcIucc — KOHLUEHTPAUUN aHTUOKUCIIMTEIIS BO BBEIEHHBIX pacTBOpaXx.

7.3 Onpenenenne

OTBecuTh ¢ TOYHOCTHIO 10 1 Mr 1 T >KHpa WK Maclia ¥ IEPSHECTH €70 B MEPHYIO KOJIOY BMECTHMOCTBIO
10 cM3. JToGaBuTh 2 cM? BHYTPEHHETO CTAHAAPTHOTO PacTBOpPA M NOBECTH 06beM PacTBOPUTENIEM JO METKH.

V6enuThes, 9To MepHasd Konba Kaxubli pa3 3akpbita mpobkoil. Beectn 1.10—3—7.10—3 cM3 cMecu B
xpoMarorpad.

8 BeipakeHme pe3yabTaToB

Maccosyio gomio BOA wnn BOT (X'), MI/KT, BEMHCISIOT 110 (hopMyie

=M A,
m-A- K’
IIe m — Macca HaBecKH, T;
m, — Macca 1006aBIeHHOTO BHYTPEHHETO CTaHAApTHOTO pacTBopa (MPUOIU3UTENbHO 60 MKT), MKT;
A, — mnomank N1Ka, COOTBETCTBYIOLIETO aHTUOKUCIUTEIIO;
A, — mnomank NuKa, COOTBETCTBYIOIIETO BHYTPEHHEMY CTAHIAPTHOMY PACTBODY;
K — xosddunyenT nponoplioHATEHOCTH, YIUTHIBAIONIAI BHYTPEHHII CTAHIAPTHBIN pacTBOP.

9 IIpoToKO0a HCIBITAHUS

B npoTokosne ucHbITaHUs JOJDKHEI OBITH YKA3aHEL:

HCTIOJNIb3YeMbIil METO M TIOJTyICHHbIE PE3YJIbTATHI;

BCE YCJIOBUS UCTIBITAHWSI, HC OTOBOPEHHBbIC B HACTOSIIEM CTaHIApPTE;

apyrue ¢aKTophl, KOTOPEIC MOTYT MOBJIHATh HA Pe3yJIbTATHL.

IIpoTrokon ucnbITaHMs HOIDKEH colepKaTh HeoOXxoauMyio MHGbOPMALMIO AjIs TIONHON naeHTHPHKA-
1y obpasia.
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NH®OPMALIMOHHBIE IAHHBIE

1 MOJATOTOBJIIEH 1 BHECEH Bcecoio3HbiM HayYHO-HCC/I€A0BATEILCKMM H KOHCTPYKTOPCKMM MHCTH-
TYTOM MACHOM HPOMBINLICHHOCTH

2 VTBEPXJIEH W BBEJEH B JENCTBHUE Ilocranosiennem Toccrampapra Poccun or 28.08.92
Ne 1062

Hacrosmuii CTAHAAPT NOArOTOBJEH METOAOM NPAMOI0 NPHMEHEHHS MEXKIAYHAPOAHOIO CTAHAAPTA

MCO 6463—82 «Kupbl n MACHIA JKHBOTHbIE H pacTuTebHble. Onpeneenne Oyrunorcuanusona (BOA)

1 Oyrniokcaroayosa (BOT). MeTon ra3oxuakocTHol xpoMarorpadun» 1 IOJTHOCTHIO COOTBETCTBYET €My
3 BBEJIEH BIIEPBBIE

4 CCBbLUJIOYHBIE HOPMATUBHO-TEXHUYECKHE JOKYMEHTBI

O6o3nauenne HT/I, Ha KOTOpBIil JaHA CChLIKA Howmep paznena

I'OCT 11254—85 2;6

5 MEPEU3JIAHUE
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