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4.1. METOJbI KOHTPOJIA, XHMHYECKHE ®AKTOPLI

OIMPEAEJIEHVE OCTATOYHBIX KOJIMYECTB 3ETA-LIMITEPMETPUHA
B CEMEHAX PAIICA, MACIJIE PATICA (I'OPYHLIBI)
METOZOM KATIHMJIJIAPHOU FA30XHAKOCTHOU XPOMATOT PAOHHI

Merozuyeckre yKasarus
MVYK 4.1.24¢5 -07

Hacroamue METOAWIECKHE YKa3aHHA YCTaHABIHBAIOT METOX ra30KUAKOCTRON XpoMaTorpa-
BN AN OnpeneNcHUA MacCoBOJ KOHUCHTPAalMH 3eTa-LUNEpMETpPUHA B CEMERAX H Macie panca

(ropvust) B auanasone 0,05 ~ 0,5 mr/kr.
3eTa-uMnEpMETPHH — AeficTBylomee bemecTso Npenapara Ouiopy, B, 100 r/n dupmu GMC

(CLLIA).

Hasganse geftcrayromero semectsa 1o CO: 3eTa-upnepmerpun.

Haspanwe no HIOTTAK: Cmecs crepeousomepos (S)-a-unano-3- geHoxcubensmn 3—2,2-
JRUXTOPBHEMN)-2,2-AHMCTHIAKIonponankap6okcunata B coorHomeru (S);(1RS,3SR) n3omepn-
geckolf nape! K (S);(1RS,3RS) usomepuaeckoit mape 45 — 55 go 55 - 45

Cl\c O cN
= o)

/ —CHYC\O

cl CH;3CH;

Oumupugeckas dopmyina: CHCLNO,,
Monexynspras macca: 416,3.

ArperaTnoe COCTOAHME: BAIKAA KHIAKOCTD.

I{BeT, 3amax: TeMHO KOPHEHEBas co CRafhM 3anaxoM.

Jlasnenne HacHmEHAOTO NMapa 2,5%10° ulTa.
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PacreopuMocTs: B Bone: 0,045 mr/am® (25°C), pacTBopuM B GONLINHHCTBE OPTaHMHMECKHX PACTRO-
puTeneii — aieTone, xnopodopMe, WHILTOreKcate ¥ Ap.

Croitxocts: Crabuner npu 50°C B TeyeHue 0QHOrO rofia. B BOAREIX PacTBOpaX NPOMCXOAHT GoTO-
suTHYeckoe pasnoxcerne: DTsp 20,2-36,1 mus (pH 7). DTso B Bone npa pH 5 cocrannser 508-769
mueit, ipu pH 7 - 188-635 nuett, npu pH 9-2,9 nus.

KpaTxasd TOKCHKONOrHYECKAA XapaKTepHCTAKA: 3eTa-HUNEPMETPHH OTHOCHTCS K ONACHEIM
BeiLlecTBaM mo ocTpoit nepopansuoft (JIlso (xpricer) 105,8 Mr/xr), x ymepenne onacHeM Bemecy-
saM no uHranausonaol (JIKso (4 waca) mns caMok xpeic 2500 mI/v® BO3NYXa), A K MANO ONACHEM
pemecTsam no Haxoxeolt (J1so ang xponukos > 2000 MF/KT) TOKCHYHOCTH.

B Poccnu yCTaROBIEHE! CIEAYIOMIKE IHTHEHHYECKIE HOPMATHBAL
ACH - 0,01 Mrfir/cyTkn;

MY B pance (cemena) — 0,1 mr/kr, B Macste con — 0,1 Mr/xr.

O6nactb npHMeneRua. 3eTa-UANEePMETPHE — KOHTAKTHO-KBIUETHE HHCEKTHIH IIHPOKOTo
cnexTpa ACHCTBHA M3 IDYINS! CHHTETHYECKHX NHpPETPOHAOoB. [IpHMERACTCA NPOTHB pamcoBOrO
IBETOC/A Ha pance i ropyuIe.

Hponssomurcs dupmoit PMC B Bune Boggolt SMYIECHH C COREPKARACM HeHCTBYOMENO
pemectsa 100 r/n.

3apeructprposad B PoccAM TOX TOPropsM Haseauuer dutopn, B3, 100 r/n mns Gope6r ¢

PAIICOBEIM [IBETOSIOM B NoceBax pauca i ropuunsl. HopMa pacxoxa npenapara 0,1 s/ra.

1. METPOJIOTYHMECKAS XAPAKTEPHCTHKA METOJA.
Ilpu cofmonesHu Beex pernaMeETEPOBAHHBIX YCIOBKH TPOBEACHHS aBAIN3a B TOYHOM CO-
OTBETCTBYH C ZAHHON METOAUKOY NOTPENIHOCTS (1 ¢C COCTARNMIONMUE) PE3YNLTATOR HaMepenuit
TIpH JOBEPUTENBHON BeposTHOCTH P = 0,95 He npessmnaeT 38avennit, NpEBeACEHE B TaGmme 1

/i COOTRCTCTBYIOIUX IMANA30OH0B Kouuem‘pazmﬁ.

[lonsoTa H3IBNEHEHHAS BEIRECTRA, CTEHAAPTHOS OTIVIOHEHHE, NOBCPRTENBHEC RHTCPRANG
CPEIHEro Pe3yNbTarTa A1l NOIHOro IHana3oHa KoHeHTpatmit (n = 20) npusencan B TeGmme 2.
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Tabmuua 1.

MetponoruueckHe napaMeTpsl A4 3eTa~LUHNEPMETPHHR (CYMMa H30MEPOB 110 HETHIPEM XapaKTep-

Monwota uspneueHHs BELIECTBA, CTAHAAPTHOE OTKJIOHEHNE,

HBIM NHKaM)
Anammnpye- | Ananason on- | [Tokaszarens Crannapr- | Ilpegen  no- | Ilpeaen  Boc-
Mbllt OOBEKT | PEAGMSEMBIX | TOWHOCTH HO€ OTKJIO- | BTOPAEMOCTH, | NPOH3IBORN-
KoHuerTpaunit | (fpaHuua oOT- | HeHue no-|r, % MocTH, R, %
Mr/xr HOCHTENBHOH | BTOpseMo-
norpeHo- CTH, G, %
cta), #5, %
P=0,95
Cemena panca | 6onee 0,1 mo 25 3 9 11
0,5
or 0,05 5o 0,1 50 2 6 7
BKIL.
Macno panica | Gonee 0,1 no 25 4 11 13
0,5
o1 0,05 100,1 50 4 11 13
BKIL,
Tabnuua 2.

NOBEPUTENLHBIH HHTEPBAI CPEAHEr0 PE3yNLTATa A4 3eTa-LHnepMeTpuHa (CYMMa H30MEpPOB o

YETHIpEM XapaKTePHLIM NHKAM)

Merponoruyeckue napamerpet, P = 0,95, n=20
Npenen Huanason on- | Cpemnee | CranpmaptHoe | JloBeprtesns-
AHanu3upyeMpii o6Hapy- penenseMsIx 3HAYEHHE | OTKJIOHEHHe, | HEI MHTepBan
0o6BexT JKEHHUA, KOHIeHTpaunii, | onpexe- S, % cpeaHero pe-
Mri/xr Mr/Kr neuns, % 3YALTATA, £,
%
CeMeHa panca 0,05 0,05~-0,5 84,2 3,3 +1,3
Macno panca 0,05 0,05-0,5 86,0 4,3 +1,7

2. METOA H3MEPEHHA.

MeTox ocroBaH Ha OnpeAcNeHHH 3eTa-LUIEPMETPHHA METOAOM Ia30XHAKOCTHON XpoMaTo-

rpa(brm C HCTIOJIB30BAHHEM JCTEKTOPA IO 3aXBATy JNEKTPOHOB IIOCHEC €ro KCTPAKUUN N3 CEMAH U

Macna panca (TOpYHLb!) aUETOHUTPHIOM, OYHCTKY SKCTPAKTa NepepacipencneHHeM MeXAY ABYMs

HeCMeRIMBASOIMMHECK PACTBOPHTENIMH, Ha KOHIICHTPHpYIoIuX naTtpoHax Muanax C16 u xononxe

¢ Onopuannom.

WnenTudukanns npoBoxuTcs MO BpeMEHH YACPKHBAHMA YETHIPEX XapaKTEPHBIX HKOB.

Konnuectrennoe onpeneneuue ~ MerofoM a6COMOTHO! KanuOpOBKY MO CyMME HETHIPEX Xapak-

TEPHBIX ITHKOB.

B npepnaraeMerx ycnoBrsax aHankia MeToR cnenuduyed. MibuparensHocts ofecneunsaer-

cq nyreM nogbopa xanunspHoR KOIOHKH H YCHOBHHA IIPOrPaMMHPOBAHKA TEMITEPATYPLI.




3. CPECTBA U3MEPEHUH, PEAKTUBBL, BCIIOMOTATEJLHBIE YCTPOI-
CTBA 1 MATEPHUAJIBL.
3.1. CpeacTea usmepennil,

Bect: ananutuueckue BJIA-200, TOCT 34104-80E uay ananoraunsie.
Becni nabopartophbie o61ero HasHauerus ¢ KanbonsmnM npeenoM e3sewnBarus 1o 500 r u npe-
nenoM ponmycrumoit norpemHocts + 0,038 r, FOCT 19491-74.
Kon6s! Mepuste Ha 25, 50, 100 en®, FOCT 1770-74.
Mukpoumpnu s5a 10 MM, TY 2.833.106.
TluneTky Mepuste 1a 1,0; 2,0; 5,0 ew’, TOCT 20292-74.
Xpomarorpad razormii «Kpucrann 2000m» ¢ netexTopoM no 3axsary anexTporos (31 ¢ npene-
oM neTexTupoBaHksa no Jimnesry 4x107™% r/ead 1 npucnocoSNeHHAMA S KAMATUPHOMN KONOHKH.
Iwmnnps Mepusie Ra 10, 25 u S0 o®, TOCT 1770-74.

JomycxaeTca HCOONB3OBAHKE CPEACTB M3MEPEHHMS C AHANOTHYHAIMY WA AYIIAMY XapaKTepH-

CTHKAMH.
3.2. PeaxTiBbI,

ARamyTiyeckuil cTaRmapr 3era-nuNepMETpHH C comepxanuem 95,1% aGcomorHoro A.B. (pupMa
OMC).
Asor ocoboit uacrors, FOCT 9293-74.
Auneron x.4., TV 6-09-3513-86.
Anxueronnrpan, TY 6-09-3534-87.
Boza aucrwumporannas, 'OCT 7602-72.
Texcad, 1., TY 6-09-3375-78.
Tenui, oummenuens Mapka “A”, TY 51-940-80,
Harpuit ceproxscsi, Geapommb, x.4., TOCT 4166-76.
Harpus runpoxapGosar, x.9, TOCT 4201-89,
Harpus xnoprz, x.9., TOCT 4233-77.
Tlarpossr xornenTpupyromue: Ouanax C16 (0,6 r), dapMa BuoXumMak, MI'Y, TV 4215-002-
05451931-94.
Dnopuann s KooHouHOM xpomaTorpaduy ¢ pasmepoM wactan 60 — 80 Meln, drpma «Mepxy,
Jtunossi adup yxcycRol kucnoTH, 4.4.8., TOCT 22300-76.
CranpapTarit pacTBop 3eTa-NUNepMETPHEE B reKcane — 1 MI/Ma (XPasHTh B XONOAMIBHUKE, CPOK
roxuocTy 120 cyTok).
JlomyckaeTes HCNOME30BAHUE PEAKTHBOB HHEIX NPOMIBOJHATENCH ¢ aBanoryaHol wm Gonee BLCO-
xolt xBamupHKanHMe,
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-3.3. Benomorarensnble ycTpolcTBa, MaTepHanbl.
AnoHx npsMoit ¢ QTBOROM ANA BaKyyMa (Rnd paGoThl ¢ KOHISHTPHPYIOLMMH NaTpoHamy Juanax).
Annapar 14 BCTpaxuBanud npo ABY-1, TY 64-1-1081-73.
Bauna ynstpassyxosas “Cepsra”, TV 3.836.008.
Branmu ¢ TednonoswMa npoxnamamy, Aldrich, cat. Ne Z27,702-9
BopoHKH ACTETENLHEIE Ra 250 oM, FOCT 10054-75.
Boponxn xuMuueckune 118 GunbTpoBanus, crexnaHubie, FOCT 8613-75.
Hcnapurem porammonnsni Rota vapor R110 Buchi zau UP-1M, TV 25-11-917-74 ¢ Bozanoi 6a-
neit.
KonGe1 KOHRYECKIe NNOCKoRORKEe Ra 100 1 250 en’, KITIII-100, KITHI-250, FOCT 10394-72,
Konouxa xpoMarorpaduvecxas xamwyispnag keapnesas HP-1, 100% metuncnnuxon, amna 30 M,
BHYTpeHEHit averp 0,25 MM, Tommuna nnenky 0,25 MM, pupMb XetonetT [Takkapa.
Kononxy xpoMaTorpaA4ecKre, CTeKIAHHEIS Wi [1aCTHKOBhE, JUtiHa 150 - 250 MM, Zuametp 15
MM.
KOHUEHTPATOPE IpynIeswTHble (kommdeciae) 250 e, TOCT 10394-72.
Menshuua naGoparopras anexrpuueckas, TY 46-22-236-84, Hny ananoramas.
Hacoc paxyymuerit mradparmenal FT.19 ¢upmat KNF Neu Laboport.
Craxamn crexnsaRue Ha 100 o, FOCT 6236-72.
DunmsTps Oymaxanie "Kpacuas neyra, TY 6-09-1678-86,
Jomycxaercea npyuMeseRAe XpoMarorpagudeckix KOJIOHOK H Apyroro o6opynoBains C ananoruy-
HEIMHA WK JyYIIHMHE TEXHHYECKHMHA XAPAXTCPHCTHKAMH,

4, TPEBOBAHMA BEIONIACHOCTH,
4.1. Mpx semomcHmn naMepenntt geofxoxmmo cobmonath TpeConanus Texuuku Gesonac-

HOCTH npH pabore ¢ XuMpdecxuMy peaxrusani no FOCT 12.1.007, tpeGopanns snexrpoGesonmac-
RocTu npu pabore ¢ anextpoycramorkamu no FOCT 12.1.019, a raioke TpeGoBannd, HINOXEHHEIE B
TEXHHYECKON JOKYMCHTAMN Ha ra308hui xpoMaTorpad.

4.2. IloMemenaEe ROMKHO COOTBETCTBOBATH TpeGOBAHMAM MOXAPOGE3ONACHOCTH IO rocT
12.1.004 u mmets cpencrsa noxaporymerud o N'OCT 12.4.009. Coneprranme BpeAHEIX SEMIECTB
B BO3Zyxe HE MNO/DKHO NPeBHUNATHL HOpM, ycrsHosnesRerx I'H 2.2.5.1313-03 «[Iperemsmo-
nonycrambie xommenrpamy (TTIIK) Bpezmnx BenecTs B BO3Ayxe paGouedi 30HB. Opranusamus
obyuenns paGortauxos GesonacEocty Tpyaa no 'OCT 12.0.004.
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5. TPEBOBAHMSA K KBAJIMOUKALTMH OIIEPATOPOB.
K BEIMONHENHUI0 H3MEPEHHH JONYCKAIOT CICLHATHCTOB, HMEIOMKX KBANH(DHKALNIO HE HHKE
nabopanTa-ucciaefoBaTels, C ONEITOM paboTsl HA rasoBoM Xpomarorpade.
K nposenenmio npoSonoaroToBKn XONMYcKaioT onepatopa ¢ ksanudnkanuell «iabopants,

HMEIOIEro onKT paboThl B XxuMuyeckolt naGopaTopuy.

6. YCJ10BUS M3MEPEHU.

IMpn srmonxennu HaMepeHnlt cOBIMOARIOT CNERYIOMIHKE YCIOBHA:

-TIPOIECCH! NPHIOTOBACHHS PACTBOPOB ¥ NOAOTOBKH TPo6 K aHANM3Y HPOBONAT NIPH TeM-
TepaType Bosmyxa (2045)°c 1 oTHOCHTENBHOH BIaXHOCTH He Gonee 80%.

-BRINOJIHEHHE H3Mepenruit Ha rasoBoM xpoMarorpade NPOBONAT B YCIOBHRX, PCKOMEHIO-

BaHHBIX TeXHHYeCKOH fOKYMeHTauHeH K mpubopy.

7. HOArOTOBKA K ONIPEAEJIEHHXO.

7.1, o020mo6Ka KoNOROK U BAMPOKOS OA OYUCMIKIL IKCIMPOKIMA,

7.1.1, Hodzomoexa nampona Juanax C16, 0as ouucmxu npo6 ceMar u Macaa panca (zop-
Huybl).

IMatposs npomssaior 10 e’ aneTonnTprna.

7.1.2. Iposepxa xpomamozpaguyecxazo noseoeNuUr 3ema-yunepmempuna Ha NampoNax
Huanax CI6.

B xonuentparop Brocar 1 oM’ CTaHAAPTHOIO pacTsopa 3eTa-IENCPMETPEER B rexcade C
gonmenTpaunes 1,0 Mxr/cy®, BHITapABAIOT Ha POTAHOHHOM BaKYYMHOM HCIapHTeNe UpH TeMIe-
parype He BLIOE 35°C. Jlo6asnmoT B KOHIIEHTPATop 5 o’ ANCTORATPH/IA, OMBIBAIOT CTCHKH KOH-
IEHTPATOpa, NPHTHBAICT 5 M’ BOILI, TIMATENLHO NEPEMEMUBAIOT K HAHOCAT HA TaTPOH, NOATOTOB-
NeHHBIH, Kak onucaHo B pasuene 7.1.1., DpOIycKas co CXOPOCTHIO He Gonee 2 cm’/MEH, He Komyc-
Kag BRICBIXaHuf MOBEPXHOCTH HATPOHS, 3mOoaT o0T6packiBaoT. [Ipompmaror marpon 10 eM® cmecn
aNEeTORATPHN:BONA B cooTHOmeHmH 1:1, amoar orlpaChiBaroT. JMOMPYIOT 3eTa-OMNEepMETpHE,
NpomycKas wepe3 naTpon 3-4 IOPIHA CMeCH ANETORATPAILEONA B COOTROMERHH 4:1 o 5 o Kax-
nas, u coSupas UX B OTACNBHEbIC KOHREHTPATOPH eMkocThio 100 of. Cobpannnie ¢paxituy BEma-
PHBAIOT IOCYXa HA POTAIMONHOM BaKyyMHOM cnapareie npn Temneparype 30° C. Cyxoit ocrarox
B KOHIEHTpaTope pacteopmor B 1 e rexcana, 0TOHpAIOT amHKBOTY 1 MM H BBOAST B XpoMaTO-
rpad. ITocne Beepcrus DpoG B XpoMarorpad pacCIMTHBAIOT CONCPKAHAE BEMECTRBA B 3/IHOATE, O«
PERENIOT NICNHOTY CMEIBA C IaTPOHA ¥ HeobxoxuMEm 06seM amoaTa.



7.1.3. ITodzomosxa xoaorxy, 3anosnerror Oaopuswiom OAs ONUCTIKI SKCMPAKMAL.

Ha nno nnacruxoroit xpoMarorpadguuecxolt xononxu (Bricora 15 oM, gnamerp 1,5 cM) no-
MelaoT npobouKy B3 CTEKNOBATH! K 3aNONHMOT Xononky PnopusunoM na Bhicoty 10 cm, Ha croit
®nopusuna Hackinatot crol Ge3BoxHOr0 cepHOKMCNOTO HATPHA TounuHol 1,0 oM. Tlepes nanece-
HUeM npobL KONOHKY IIPOMKBAIOT 15 e’ anerona u 15 e’ rexcana, Konotixa rorosa k paborte.

7.1.4. ITposepxa xpomamozpaguuecxozo nosedenus 3ema-yunepmempuna Ha KOROHKAX C
Pnopusunom.

Tipn orpabotxe MeTonauxyn unr nocTynnerry Hoeoll napTem Onopusnuna NpoBOAST H3yve-
HUe TIoBeneHUA 3eTa-UMNEPMCTPHHA HA KoJoHKe. B kosnexTparop sHocsar 1 oM’ crampmaprHOro
pacTeopa 3eTa-LNepMETPHHA B rexcale ¢ konuenTpauueit 1,0 Mxr/cM® ¥ BEMapHBAIOT ero gocyxa
HA POTAUMOHHOM BAKYYMHOM HCIIAPHTENE NPH TEMIICPaType HE BhINE 30°C, nobasnmor 5 en’ rek-
C&Ha, PacTBOPAIOT CORCPKUMOE KOHIEHTPATOpa M HAHOCAT HA KONOHKY, NOATrOTOBJIEHHYIO, Kax
omucaro B pasnene 7.1.3, 3atem Hanocar Ha xonorKy 20 oM’ rexcana, 3MOAT OTGPACHBAIOT.

3eTa-nANEpMETPHH OHPYIOT ¢ KONOHKH NIOCNCAOBATENEHO 5-10 NOPIHAME 0GBEMOM 5 oM’
KAX/a% CMECH [CKCAaHA C aleTOHOM B cooTHomeHHn 4:1. Kanoryro nopuuto coGupalar 0TACHBHO B
KOKUCHTPATOPH! ¥ BEIAPHBRAIOT IOCYXA NPK TEMIIEPATYPE HE BRIIE 30°C.

Cyxoft OCTATOK Kaio¥f dpaiamy pacTsopmor B 1 cM® rexcana i 1 My npo6k BBOZAT B
xpomatorpad.

PacCHHTHIBAIOT COJEpIKaHYE BEMSCTBA B IMOATE, ONPEAECIAIOT MONHOTY CMBIBAHHA C KO-
JIOHKH U HeoOX0 MMETN 00BEM 3moaTa.

7.2, lpuzomoenenue pabouux pacineopos

7.2.1. ITpuzomosaenve 0,5% e00n020 pacmsopa 2udpoxapbonama Hampua,

B craxan ma 500 cM® momemalor S T rumpoxapGonata warpag. Homsaror oxono 200 cm®
BOJH M PacTBOPAIOT OCAAOK, BhIAEPXHBad xonfy Ha yNsIpa3sBYKOBOM BaHHE H NIOMEIMHBAR CTEK-
nAHHOM MANOUKOK, PacTBOp nepemisaloT B MepRYIo xonby o6zemom 1 mv®. Ipu meobxomumMocTa
nponeaypy nosTopsioT. PacTeop B xonGe NOBOAAT BOAOHK A0 METKH,

7.2.2. Ipuzomosanenue cmandapmuuix pacmsopos.

100 mr 3era-ugnepMerpHHa (aHATHTHYECKOTO CTAHAAPTA) BHOCAT B MEPHYIO KOGy BMe-
cranocTsio 100 o, pacTBOPAIOT HABECKY B FeKCAHE B JOBOAAT 00BeM JI0 METKH rexcaHom (CTaH-
RapTHEt pacteop Ne 1, xonnentpamas 1 Mr/ cM’). PacTop XpamHTCs B XONOUBHHKeE He Sonee
120 cytox.

MeTonoM nOCNEFOBATENBHOIC pa3GaRTeHUs BCXOmHOro pacTsopa Nel rexcaHoM TOTOBAT
cranzapTHEEDt pacteop Ne2 ¢ oRueRTpammell 10,0 MKI/cM’, KOTOpBHS MOXET XDAHHTBCHE B XONO-
JAbHAKe He Gonee 30 cyToK.
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M3 pacreopa Ne 2 MeTONIOM NMOCIEROBATENBLHOTO Pa3daBNeHus FeKCaHOM B MEPHBIX KonGax
roToBsT pabouue pacTBopr! 3era-nunepMeTprna ¢ konuentpaumedi 0,1; 0,2; 0,5; 1,0 Mxr/en?, K0-
TOphle HCNONB3YIOT AjA NOCTPOCHHA Kanubporouroro rpadka H BHeccHna B npoby npy orpabot-
Ke MeToza.

7.3, Yemanosnenue 2padyuposoinoi Xapaxmepucmux,

I'panyspoBOYRYIO XapaKTEPHCTHKY, BHIPAXAIONIYI0 3ABHCHMOCTS NAOmMAny {BLICOTH) MRKA
OT KOHUCHTPaUKH 3eTa-IHIePMCTPHEA B PacTBORE (MKr/eM®), yeTanarnuBaioT MeTozioM abcomor-
Rolt kanuGpOBKY N0 4-M pacTBOpaM JylZ FPaXyHpOBKH ¢ Koxuenrpauueit 0,1; 0,2; 0,5; 1,0 Mxr/en’,
Ha rpaduk HaROCAT CyMMY WETHIpEX XapakTEepHBIX MHKOB.

B ucnaputens xpomatorpada ssonsr no 1 MM Kaxzoro rpazyHpOBOYHOrC pacTBopa M
aHANM3HPYIOT B YCNOBHMAX XpoMatorpadupoasma no 0. 9.3. OcymecTBnMmoT He MeHee 3-x Napan-

NenbHBIX H3IMEPEHMIL,

8. OTBOP IIPOE Y XPAHEHUE.

Ot6op npo6 NpOR3BOAMICA B COOTBETCTBHY ¢ “VHE(MIMPOBRHHLIMH NpaBHAaMH 0T00pa
11pol cenbcKox03giCTBEHHOHM MPOAYKIUNH, THIEBEX IPOAYKTOB ¥ 06HEXTOB OKpyXatomel cpemst
JN4 ONpeACACHAT MEKPOKO/IMYecTs necrimaor” (Ne 2051-79 ot 21.08.79), a raxcke B cO0TBEICT-
Bun ¢ 'OCT 10852-86 «Cemera mMaciuansie. IIpasuna npaeMxs B Meroan orbopa apob», TOCT
8988-77 «Macno pancosoe. TV».

[Tpo6r1 Macna parnca (ropuwikl) XpaHAT B IUIOTHO 38KPEITON CTEKNAHRACH HIM MOMHITRNC-
HOBOH Tape B XoNOMmUILHEKE TpH TeMneparype 0- 4°C.

ITpo6s1 cemsn panca (FOPTHITE) TOACYIMMBAIOT A0 CTARAAPTHON BIAXHOCTH M XpaHAT B Oy~
MAXHBIX WIH TKAHCBEIX MEMIOYKaX B CYXOM, XOPOIIO NpoBeTpUBacMoM miady, HENOCTYIHOM ML
TPHI3YROB,

9. IPOBEJEHHME OIIPEXEJIEHIS.

9.1, Cemena panca (zopuuysy).

9.1.1. Sxcmparyus.

Hapecky u3aMensueBHEX ceMAH 10 I TOMEINArOT B NONHAPOITHICHOBYIO GanKy o6semom 250
eM’, noGasnszor 5O oM’ aNeTORHTPHNIA ¥ MOMELIAIOT B YISTpassykopylo Banny Ha 10 munyt. ITo
OKOHYEHMH OKCTPaKIMP 3KCTPaxT QMILTPYoT B Koaby emxocrsio 250 o gepes Boponwy ¢ Gy-
MaKHBIM GEIETPOM. [TOBTOPAIOT IRCTPAKOUIO eNle ABRXKIH, MCHONE3ys 1o 50 eM® aneromuTpuma,
noMemas CMech B YIBTPa3BYKOBYIO BaHHY COOTBETCTBEHHO Ha 10 u 5 MumyT. DKCTpaKTH 065BemH-
HSDOT.
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9.1.2. Ovucmra axcmpaxma nepepacnpedereHueM 6 CUCIEME HECMEUUBRIOWYUXLS PUCMEo-
pumeneii.

SOxcTpaKT, noiy4eHHH no pasneny 9.1.1., nepeHocsaT B AeNHTENLRYIO BOpoRKY. Jlo6asna-
1ot 30 o’ rexcana, HHTEHCKBHO BCTPAXWBAIOT CMECh B TeueHue 1-2 mun, Tocne paznenenus cnoZs
HHYHRI AUCTORHTPHIBHBI CIOK CNMBAIOT B KOHUEHTPATOP EMKOCTHIO 250 CM’, 8 BepXHHit rexca-
HOBLIH OTOPACHIBAIOT. ALCTOHUTPANEHYIO (PAKIHIO BO3BPAAIOT B NENKTENLHYIO BOPOHKY. Ouy-
CTKY MOBTOPAIOT €IE Pa3, HCNONMB3yA Jd 3Toro 30 ca® rexcana. DKCTPAKTs! OB BLEAHHAOT.

OO6neauHEHHBUI IKCTPAKT BEMIZPHBAIOT Ha DPOTAUHOHROM BAKYYMHOM HCUAapuTeNne MpH
TeMnepaType BoasHol Oann He Bbune 35°C 10 xanens Macha.

OCTaToK B KOHUEHTPATOPE Pa3BOJAT B 5 CM® AETOHA, ONOJACKHBAIOT CTEHKH KOHLIeHTDA-
Topa, noGasnsmor 100 oM’ 0,5% PacTBOpa rMApOKapGORaTa RATPAA, 5 I' XNOPHCTOTO HATPHA M ne-
PEHOCAT BOAHYIO (asy B ACTMHTEILEYIO BOPOHKY.

JoGaenmot 30 o 3$¥pa ¥ NHTCHCHBHO BCTPAXWBAIOT cMech B Tevenue 1-2 mun. [locne
PaspeneHns CIO¥B HEHEN BOXHEDE CIoit CIHBAIOT B KOHNEHTPATOP, & BepXHuH 2QUpHENl cobupa-
10T B HHCTHO! KOHIERTPATOP EMKOCTRIO 250 cM’, mpomyckas Hepes cnio#t Ge3poanoro cynsdara Ha-
Tpus. TIoBTOPAOT IKCTPAKIHIO eIne ABA pasa ¢ TeM xe ofneMoM a¢upa. O6LeANBeRHEH IKCTPaKT
BHIIAPHBAIOT JO KaleNb Maclla HA POTALMOKHOM BaKYYMHOM BCIApHTeJie IpH Temaeparype GaHy
He ssie 25-30°C.

9.1.3. Owucmxa sxcmpaxma wa nampone Juanax C16.

OCTaTOK B KONIEHTPATOPE, NOMyueHHk: N0 pesneny 9.1.2,, PACTRODSIOT B 5 CM’ aNCTOHKT-
pHNa, OMBIBAIOT CTEHKM KOHIICHTPATODA, NPHIABAIOT 5 CM’ BOMEL, TIATENLHO HEPEMEMMBAIOT X
HEHOCHT HR NaTPOH, 33paHee NOATOTOBNEHHEE, Kak yKasaHo B paspene 7.1.1., amoat orpactsa-
1oT. ITpoMmBaioT natpon 10 cM® CMECH AIETOHHTPHULBOXA B COOTHOMEHUH 1:1, 3moaT oT6pack-
patot. Jlanee amoupyior 3era-ranepMerpud 10 o cmecn AUETOHATPRIL:BOZA B COOTHOIICHUY 4:1,
cobapast AOERT B KOHIEHTPATOp eMrocThIo 100 o, 1 BBIOIAPHBAIOT HA POTANMOHHOM BAaKYYMHOM
ncnapuTene npa Temueparype Gann se sume 35°C.

9.1.4. Ouucmxa sxcmpaxma na xonoxxe ¢ Propusunom.

Cyxolf ocTarox B KORNEHTpaTOpE, HOXYJeRHNHA no pasaeny 9.1.3., pactsopaot B § e’
rexcaua, OMEIBAR CTCHKA KOHIEHTPATOPA, M HRHOCAT Ha 3gpanee NOATOTOBACHRYIO, KaK YKA3aHO B
pasaene 7.1.3., KONOHXY ¢ NOPH3EIOM, 270AT 0TGpackBaieT, Konorky npomsmaior 20 oM’ rex-
caxa, JmoaT oTOpacumarot, [Ipomyckaror gepes xomonxy 20 M’ CMEeCH TeKCAH:ANeTOR B COQTHO-
meHuH 4:1, amoat cobHpaIT B XoHnenTparop eMxoctsio 100 oM. ConeprumMoe KOHTIEHTPATOpa
BHIIAPHUBAIOT AQCYXa HA POTAUMOHHOM BAKyYMHOM WCNApHTENe npy TeMuepatype GaHu He Bhune

30°C.
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Cyxoil 0CTATOK B KORICHTPATOPE PaCTBOPAIOT B 5 cM® rexcana 1 1 MM> BEOJAT B XpOMaTo-
rpad.

9.2. Macno panca (20psuysi).

Hasecky macna 10 r pactopsior B 50 c® rexcana ¥ NEpEHOCAT B ACAMTEILHYIO BODOHKY.
Jc62BIImMOT B NEMMTENSHYIO BOPOHKY 50 cM aIleTORUTPUNA B BCTPAXHBAIOT CMECh B Tedeknue 2
muHyT. TTocne monuoro pasnencHua coeB HiHAI (AUCTORATPUILHEDT) clioft cofupaloT B KOH-
nentparop 250 ci’. [TOBTOPRIOT SKCTPAKKMIO ELiIe ABAKIL, HCRONE3YS 110 50 oM’ aneTonuTpUNa,
BCTPAXHBAA CMeCh KAMIBIH pas No 2 MUHYT.

Janee npOBOAAT OYHCTKY IKCTPAKTA, KAK yKasaxo B pasnene 9.1.2.

9.3. Yenoaus xpommmozpaguposanusn.

BricoxoaddexTnnrsil rasosniit xpomarorpad «Kpucram 2000M» ¢ peTekTOpOM 00 3aXBa-
Ty 3nexrporos (O3]I) c mpenenoM nerexTpoBarna no JiuHxany 4x10™ tod* n RPUCTIOCOONCHMAMY
IU1A KaTMIUISPHOMA KOJOHKH.

Kononxa xpomarorpadmueckan xammiaprad xsapuesas HP-1, Methyl Siloxane, mmma 30
M, BHyTpernuit zuamerp 0,25 MM, Tommuua rrerky 0,25 M.

Temneparypa nerexropa — 320°C, ncnapurens — 260°C, nporpaMMHpOBaHHLIA Harpen Ko-
nonxu ¢ 220°C (ssuepxxa 1 Mum) m0 10 rpaz/Man 1o 260°C (ssuzepaaa 10 Mun).

Te3 1: Tun perynaropa pacxona raza PPI” 11, pexaM HopmansHEIS, ckopocts 20 cum/c, AaB-
neuve 101,8 xITa.

Tas 2 (remutt) — 30 mn/vm: pacxon 0,5 ov’/vmg, c6poc 1:60.

T'a3 3 (a30T, NOMIYB HETeKTOpE) — 45 CM>/MUH.

AGcomoTHOE BpeM1 YASPXHBAHHA XapaKTepHEX MaKoB 3era-L{nnepMeTprEa;

3era-IlnnepmMerpuna 1 - 11,12 Mun 1 2%,

3era-L{unepmerpuna 2 ~ 11,25 mun + 2%;

3era-ITunepmerpnna 3 — 11,39 Mun +2%;

3era-llunepmerpesa 4 — 11,45 Mun + 2%.

JInue#HOCTH AeTEKTHPOBAHUS coxpanderca B npexenax — 0,1 - 1,0 ur,

Kaxmyro ananmsupyemyio npoGy BBOAAT B XpoMaTorpad 3 pasa M BEMHCIIOT CPeRHION
CYMMY IUIOMazRel XapaKTepHRIX HAKOB 3erTa-I{unepmerpana.

Ofpasner maromme mMxR Gonplme, weM CTaHRApTHHM pacTBOp ¢ KOHMCETpamueli 3era-
unepmerprna 1,0 Mxr/ oM’ COOTBETCTBERHO pa3BaoT.

Konuaecrsernoe onpenenenne 3era-1{unepmerpuna MPOBORAT METOAOM a6COMOTHOMR Ka-
AuGpPOBKH ITyTEM CPaBHEEHER ¢ XPOMATOrPAMMAMH CTAHNAPTHLIX pacTBopoB 3eTa-I{unepmerpuua ¢
xoEnenTpanuei 0,1 — 1,0 vaa e’
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10. OBPABOTKA PE3VJIbTATOB AHAJIH3A.
Ins o6paGoTKB pe3yNLTATOB XPOMATOrPAdGUUEcKOro AHANA3A HCNORL3YETCS NporpaMma
cbopa i obpaborkn xpoMarorpadrucckol nuopMauuy «XpoMaTIK AHaNBTHKY, Bepcus 1.20.
AnprepHaTHEHAS 06paboTka pe3ynLTaToB.
Conepicanie 3¢Ta-IUNEPMETPHRA PACCYHTRIBAIOT NO dopMyne:
Smp-A.V
X= —————————xP
Scr-m* 100
rae X -conepxanue 3eTa-uunepMeTpaua B npoGe, MI/KT;
Scr - cymMa nomaneit (BLICOT) NHKOB CTaHAapTa, MB;
Snop -~ cymMmMa nnomanei (sbicot) nuKkoB o6pasna, MB;
A - XOHIERTPAITR CTARNAPTHOIO PACTBOPA, MKT/ ¢}
V - ofisemM 3kcTpaxTa, NOArOTOBNEHAOIO AJ1A XpOMaTorpadRpoBanus, o’
m - Macca aHanu3upyeMoro o6pasua, T;
P - conepxanne 3eTa-UMNEpPMETPHAA B AHANNTAIECKOM CTaHsapre, %.

11. [TPOBEPKA MIPHEMJIEMOCTH PE3YJILTATOB NAPAJUIEJILHBIX OIPE-
JEJEHUNR,

3a pe3ynbTaT 8HANHSA IPHHMMAIOT CpefHee apHMETHYECKOE Pe3yNsTATOB IBYX Hapai-

NEeNBHBIX ONpexcenytl, PacXoKIeHUE MEXIY KOTOPHMHE He IpeBHIIaeT Npeaeia NOBTOPAEMOCTH

ay
2K-Xl100

X +Xy) -
rae X1, X»- pe3y b TaTH! NapaIeAbHbIX ONpenene i, Mr/xr;
r- 3HAYEHHE Ipe/eaa NoBTopacMocTH (Tabmsna 1), rpa stoM r=2.8 o,
IIpH HesuIMONHEHHY Y0NS (1) BLINCHTIOT MPHYMHE] NPeBLITIeHNd Npexena

fIOBTOPACMOCTH, YCTPRHAOT BX K BHOBL BEOTOJIHAIOT aHAJH3.

12, OOOPMJIEHHE PE3VJIBTATOB.
Pesymurar ananusa npencTaBlIAoT B RHAC:
{X+ &) mr/kr npu BeposTHOCTH P= 0.95,
rae X-  cpemmee apudMETRYECKOE Pe3yNbTATOB ONPEHeNCHUY, NPASHAHABIX MpHEMIE-

MBIMH, MIVKT;
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A - rpanuna abcomoTHOR NOrPeIROCTH, MI/KT;
A = 5*X/100,

8 - rpaHuIa OTHOCHTEABHOMN NMOrpEIIHOCTA METOAHKH (IOKA3aTeNh TOYHOCTH B COOTBET-
CTBMH C JHAITa30ROM KOHUEHTpauul, Tabmuua 1), %.

B cnyuae, ecnn cofepianne KOMNOHEHTA MeHee HMxNCH Ipanumbl Analla3oHa Onpefie-
NAEMBIX KOHUEHTpauuii, pe3ynsTar allain3a NpeACTaBAAIOT B BHAC:

«cOAepxanne BemecTBa B npobe Menee 0,01Mr/xrn*

* . 0.01 mr/xr - npenen oGHapyxeHHS.

13, KOHTPOIb KAYECTBA PE3YJLTATOB U3SMEPEHHA.

OnepaTHBHEN KOHTPOJIb NOTPEIIHOCTH K BOCIPOH3BOAMMOCTH H3MEPEHHI OCYINECTBALCT-
ca B cootBercteiE ¢ [TOCT P UCO 5725-1-6-2002 «TousoCTh (NPaBIIEHOCTS ¥ MPELH3KOHHOCTE)
METOZOB ¥ Pe3y/NbTATOR H3IME; .

13.1. CrabuneHOCTS pe3ynbTATOB H3MCPEHHH KOHTPOIHPYIOT IEpeq IPOBEACHHUEM H3MEpe-
BHH, aHAIMIAPYA ONHUE H3 IPRAYHPOBOMHEIX PaCTBOPOB.
13.2. IInavoBrit BHYTPHIAGOPaTOPHEL! OMEpaTHBHLIE KOHTPONL NPOUEAYPH! BHUIONHCHHA
aHaH38 NPOBOIATCA METOAOM JOGABOK.
Benuunna nobaeku Cg JOJLKHA YROBJIETROPATH YCIOBHIO:
Cr=Azx+4,X,
the, * A 5% (A 7X') ~ XapaKTepiCcTHKA NOrpemuocTH (AGCOMOTHA HOrPEMmHACTL) pesyabTa-
TOB AHAIN3A, COOTBETCTBYIOMAs COACPX AHHIO KOMIIOHCHTA B HCIbITyeMoM oDpasne (pacier-
HOMY 3HaMCHMIO COXEPKAHMA KOMIOHERTa B o6pasne ¢ N06askoif COOTBETCTBEHRO) MI/KT,
TIPH 3TOM:

A= 0,84 A,

rae A - rpasaug a6coMmoTHOR IOrPeMBOCTH, MI/KT;

A= 3*X/100,

0 - rpaHuNa OTHOCHTENBHOM NOrPEIIHOCTR METOIHKE (TI0Ka3aTellb TOYHOCTH B COOTBET-

CTBHH C AHaNa30HOM KOHUCHTpauHH, Tabnuua 1), %.
PesynsTar KOHTPOA Npouexyps Ky pacCIATHBAIOT 0O gopMmyie:

Ku=—}.('~ )‘E-CA.



rae X, X, C, cpennee apngMeTnyeckoe pe3yaTaTob NApailenbuwx ospeaenenult (mpu-
3HaHHLIX NPHEMIEMEIMHM 10 1. 11), cozepkanns xoMnoHenTa B ofpasne ¢ noGaskol, Rensl
Tyemom obpasiie 1 KOHIUeHTpalMa A06aBKY, COOTBETCTBEHHO, MI/KT;

HopmaTns koutpons K paccuuTemator o dopmyne:

KeNal s+ x
[TposoasT cONOCTABNEHRE PEIYALTATA KOHTpONt nponeaypst (K,) ¢ HOpMATHBOM KOHTpONs

(X).
Ecay pesynbTar KOHTPOAA IPONEAYPH! YAOBIETBOPAET YCAOBHIO:!

K <K, @

NpoUEAYPY AHAIM3A DPUIHAOT YAOBIECTBOPUTCILHOMN.

TIpn HeBHNONHEHMY YCnoBHs (2) HpONeRyYPY KOHTPOIR NOBTOPMOT. [IPR NORTOPHOM HEBLI-
NOJHEHUM YCNoBHA (2) BRMCHAIOT NPAYMHE!, NPHBOASIIME K HEYNOBJCTBOPUTEILHLIM Pe3yNbLTa-
TaM, H PUHEMAIOT MEPH 110 HX YCTPRHCHHIO.

13.3. TIpoBepKa NpUEMIIEMOCTH Pe3YNETATOB H3MEPEHMIt, HONYICHHBIX B YCHOBHAX BOC-
IIPOH3BOXHMOCTH!

Pacxoxzenne MexRy pesyabraTaMy n3Mepernil, BRITONHEHABX B XBYX Pa3HED nabo-
paTopHAX, HE NOLKHO DPEBLINATE IPEALsa BOCOpoH3noxaMocTa (R)

2Xi=X50100 <R )
K +Xg)

rae X, X» - pesynsTarsl H3MepeHEH B ABYX PIHEIX JaGoparopusx, MI/Kr;
R — npenen BocopousromumMocTs ( B COOTBETCTRHE C HANA30HOM KOHICHTpALH, Tabmma
1), %.
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