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PYKOBOASAUWIUNA JOKYMEHT

IKCIPECC-METO/I ONPE AEJEHMSI PJT 34.43.209—97
AHTHOKUCJIUTEJLHOM [IPUCAAKH
(MOHOJIA) B CBEXHX

U DKCILIYATAIIMOHHBIX TYPBHHHBIX
MACJIAX

Cpox Oeticmeus
¢ [998—07—01
do 2006§—07—01

B nacTtosweM pykoBoasiuiem aokyMeHte (PJl) DaHbl OCHOBHbIE [IpaBWJIa
NMPOBEACHUA aHaliMla CooepKaHHA AHTHOKUCIHWTEAbHOH npucagky 2.6-
auTpeTOyTHA-4-MeTUN(EHON METOLOM TOHKOCNORHON XpoMmaTorpaduu B Hed-
TSAHbIX TYPOUHHBIX Macnax.

HactoAawui pykoBOAALUMHA AOKYMEHT aomojHAeT PJI 34.45.102—96
"UHCTpYKUHS MO IKCIUTYaTauMH HEGTAHLIX TYPOUHHBIX Macen" M IpeaHa3Ha-
YeH /1% NnepcoHana XUMHUECKHUX 1a00paTopril SHeprofnpeanpUsTHH.

Listanue opuuraIbLHOL

HacTogwni HOPMATHUBHBIA AOKYMEHT HE MOKET OblTh NOTHOCTBHIO HIH Yac-
THYHO BOCHAPOH3BEAEH, TUPAXKHPOBAH W PacnpoCTpaHeH B KayecTBe OQHLUH-
atsHoro uiazanus 6e3 paspeuienuns PAQO "EDC Poccur” wau BTH



{ OBHIME NOJIOKEHUSA

1.1 Hacrosmnmin P pacnpoctpandaercs Ha HeTAHbIE TYpOHHHBbIE Macna,
KOTOpBIE MCHOJIL3YIOTCA B OCHOBHOM M BCNOMOraTeNbHOM 060pYynoBaHH
(Typbo- ¥ ruppoarperarax, Hacocax M Ap.) [IPOMBIILIJIEHHbIX NPEeANPHATHH.

1.2 Bce oTeyecTseHHbie TYpOMHHBIE Macia, HCNIONB3YEMbIE IS IHEPTreTH-
yeckoro obopynosanua (1n-22C, Tn-22b, Tn-30), copepkaT aHTHOKUCIH-
TENbHYIO fpucanaky 2,6-nytpetdyTun-4-MetwideHosn (CHHOHMMbBI: HOHOJL,
ATTHUAOJI-1, aubyTwinapakpeson).

1.3 Tosapubie TypOUHHBIE Macna miig napoBblx TypbuH Tuna Tn-22C u
Tn-22b copepxart He meHee 0,8 % Macc. yoHona.

1.4 Tosapusbie TypOUHHbLIE Macha uia ruapoarperatoB 1n-30 comepkat He
meHee 0.5 % macc. HoHona.

1.5 B npouecce 3xcnayaTallHy Macia Npycagka pacxoayeTcsl Ha 3aMelle-
HUE Npoliecca CTapeHHs Maclia ¥ NpU YMEHbIIEHHHU €€ COAEPKAHUA 10 YPOBHSA

meHee 0,15 % npaxkTHyecku He 3aiumacT TypOHHHbIE Maclia OT TEPMOOKHUCIIH-
TEJILHOI'O CTapeHus, o0pa3oBaHuA 1laMa M 0CaaKoB.

1.6 KourTpoab 3a colepKaHUEM HOHONZ B TYPOUHHBIX MacaaX MoO3BOJiseT
ONEpPaTHBHO CHCAWUTH 32 CTENEHBIO CTApEHWs Macia, ONpeAciudTb IIPUUYMHB
YXVIUIEHHA CTabWIBHOCTH POTHB OKUCISHHA, CBOEBPEMEHHO IIPMHHUMATh Me-

Pbl 1A OPOAJIEHUA CPOKa Ciy»Obl Macen B 00OpYyAOBaHHY, T.€. CMOCODCTBYET
MOBLIIIEHHIO HAaASXHOCTH paboThl MacnocucTeM 3HEpreTHueckoro odopyno-
BaHHA.

1.7 Conepxanue HOHOJIA B Maciiax MOXeT ObiTb OnpeieNieHO NPy NOMOILY
METONOB HMHOpaKpacHOH crniekTpockomuu (Meroauka MOK 666) v BrICOKO3®-

GEKTUBHOR >KHMIKOCTHOH xpoMmarorpaduu, Koropsie TpeOYyIOT NpHUMeEeHeHHs
poporocrosuiero jadoparopHoro o0OpymoOBaHUA, WM NMPU MOMOIIM TOHKO-
cnoiiHoit xpomarorpaduu (TCX).

1.8 IIpu ucnonnidosanuu TCX Apyrue nNpucagkd, HMEIOHIHECS B CBEXKHX
TypOunHbIx Macnax (Tn-22C, Tn-22b, Tn-30), a Taioxke NPOAYKThI CTapeHHH,

COLCPXKAILHNECA B JKCILTYATdLIMOHHBIX MacChadX, HC MCHIAKOT ONPCACICHHIO HO-
HOJIA.

2 CYHHIHOCTD 5KCIIPECC-METOA

2.1 Copnep:kanve aHTHOKUCIUTEABLHON npucaaxky 2,6-autperdyTun-4-
METIWI(QEHOA B TYPOMHHBIX Macijiax OnpelensiOT ROAYKOAUYECMBEIIHbIM Me-
TOAOM TOHKOCIIOHHON XpoMaTorpaduu.

2.2 CymHocTs METONE 3aK/MIOYAETCd B pa3feieHHH Ha TOHKOM CJIOE COp-
OeHTAa B BOCXOJSALUEM TMNOTOKEC PACTBOPHUTENA KOMIIOHEHTOB Macia ¢ Mocje-
AYIOLIMM OMpeNeNeHHEM HATHYHS TPUCAAKH.

2.3 CopeprxaHue NMPUCAAKH B Maciie ONpPEae/fiOT CPABHEHUEM XPOMATO-
rpaMM UCIIBITYEMOIO Macsia U 3TAJIOHHBIX PaCTBOPOB.



2.4 Baecenue yiMeHeHMil B METOAMKY NPOBEACHMA aHalM3a M 3aMeHa

[(PHMEHSEMBIX PEaKTHBOB U MATEPUAIOB J0J/DKHBI OBITh COrIacOBaH»! B GHpMe
"OPI'PIC" u BTH.

3 AIHITAPATYPA, PEAKTUBbBI U MATEPHUAJIbI

Kamepa ansa socxoasuei xpomarorpaduu no 'OCT 28366.

Kamepa Ansg nposBneHUs xpomarorpamMMm B napax vona no F'OCT 283566

Muxkponurerka no I'OCT 28366.

[IyacTvHa IS TOHKOC/IOMHOH Xpomartorpadum Mapku "Cunvdon” no
[OCT 28366.

[IpiMedadsae - lpuveHeHie n1acTUl apy rMx Mapok J0.KHO OBITE COITECOBAHO ¢
hupsmofi "OPIPIC" n BTH. geprukaibHblfi pa3Mep NAACTHH J0KEH COCTABIATE HC MuHUc
§ M0 MM, 1ODH30HTAABHBI ~ HE PEI1aMEHTHPVETCA.

[ excaH HOpMaIbHbLIA YUCTHIN IO TY 6-09-3575.

Moxa kpuctanmnuueckui no 1Y 345,

[l1nerka BMecTUMocTbiO 50 ecm™ no FOCT 29228,

Pe31HOBas rpyuia.

4 NIOATNOTOBKA K UCIIBITAHHIO

4.1 [loaroropka KaMmephbl
AJIs1 BoCXoaauiel xpomarorpapmn

4.1.1 B xauecmee xaMep 11 NPOBEAEHHA XPOMaTOrpa@HyecKoro aHa1n3a
ACAYCKAOT HUCNOAbL30BaTh NKOObIE€ CTEKNSHHBIE COCYJHI C TUIOCKUM JHOM H
FePMETHUHO 3aKpbIBaIOIEHCA KPLIIIKOH, BbIJIOKEHHbIE H3HYTPH YHCTOH M Cy-
X0 (puabTpOBaNbHOH Oymaroit wixd oOOpYy/JOBaHHLIE CHELHANbHLIMU [OPHC-
ThIMH KepaMHyecKkuMH BcTaskaMu (yeptex | FOCT 28366).

4.1.2 labapumer xamepbt J10/KHb obecneduBaTh CBOOOAHOE pazMeUIEHHe
BHYTPH HEe ILIaCTHHBI 1S MPOBEACHKSA TOHKOCNOHHOIo XpoMmartorpagH4ecko-
ro aHajin3a. bokoBble Kpasd NMAaCTUH HE J0MXKHBI COMPHKacaTbCst ¢ Qi IbTPO-
BATLHOW OyMaroi HiH KepaMuyeCKUMHU BCTaBKaMH.

4.1.3 B uucmyio 91 CYXYI0O KaMepy MUIMETKOH BHOCAT MOPUMAMH I'eKCaH. Ko-
JIHUECTBO BHECEHHOIO reKcaHa I0.KHO obecrneuuBaTh YPOBEHL pacTBOPHTES
1A JTHC KaMepht 7 MM,

KaMmepy 3aKpbiBAOT KPBIWKOA W BbLIEPKUBAEIOT B TedeHHe U MHH TP
KOMHATHOH TeMMeparype /11 HacblleHUs napaMu pacTBOpUTEd, {10C71¢ Hero
OHa roToOBa K padoTe.

4.1.4 [lpu cruowenuu YPOBHA PACTBOPHTES B KaMepe (HHXe D MAM) [10C1¢
HachileHus 200aBAfIOT MOPUHUIO FeKCaHa. Kak Obu10 YKa3aHo Bbiwe B 1. 4.1.3.



4.2 IloaroTonka KamMephbi /15 NPOABJIEHHSA XPOMAaTOrpaMM

4.2.1 B kxauecmee TIPOABUTENBHBIX KAMEpP NOITYCKAETCA HCIIOAB30BAThH JSIIO-
Oble CTEKISHHBIE COCYIbl C FepPMETUYHO 3aKpbIBaKOLIeHcs Kpbllikoi, obecne-
YHBAKOIHE CBOOOAHOE pa3MELIEeHHE BHYTPH HHMX IUIACTHH, NPEIHAa3HAYeHHBIX
AJis MPOBEAECHUA TOHKOCIOMHOTO XpoMaTorpaHuecKoro aHaiy3a.

4.2.2 Ha ono 4UCTOH NpOABUTENBLHOM KaMephbl HACHIMAKOT HeOosblloe KO-
JIHYECTBO KpUCTasuIMueckoro #oaa (10-—20 kpucrasuion).

4.2.3 Kamepy 3aKpbIBAIOT KPHIIIKOH U BbIJIECDXHUBAKOT MPH KOMHATHOH TeM-
[IepaType A0 HachilleHUsA napaMu #ojaa (paBHOMEpHOE 3anojHeHHe (HOoJIeTO-
BLIMHM flapaMu), HO He MeHee 30 MUH, ITOCe Yero kamepa rotona k pabore.

4.3 IloaroroBka 3TajJOHHBIX PACTBOPOB

4.3.1 Smanonnbie pacTBOPbl MUIA TOHKOCIOWHOrO XpoMaTorpaguuecKkoro
aHa/IM3a roTOBAT Ha 0Aa30BLIX Maciax, He COAepXalMX HHKAKMX MNPHCAOoK.
3TAOHHBIE pacTBOPbl [OBEPAOT Ha (PaKTHUECKOE COAcpXaHHe 2,0-
OHTPEeTOYTHR-4-METHIIQEHOIa METOOOM HHAPAKpPaCHOM CIEKTPOCKOIUU 110

MeToauke MK 668.

[Ipy HeOOXOAHMMOCTH JTANOHHbLIE PACTBOPbHl MOXHO 3aKa3aTh B (upMme
"OPI'POC" unu BTH.

4.3.2 JOmanoxHbie PACTBOPLI MOTOBAT {TyTeM BBeAcHHA B $a30Boe Macio
ONpPEAENCHHOrO KOJMYECTBA TNipHcaaku 2,6-auTtpetdyTmi-4-MeTuideHona.
DTaJIOHHbIE pPacTBOPH! OO/HDKHBl MMETH CIIEOYIOIIME KOHUEHTpAIUX MPHUCalKH:
0,1:02:04:;0.,8; 0,16 % Macc.

[ipH 3aTpydHEHUU NO3UPOBAHME MHUKPOIIUIETKOH aHaJIH3UPYEMOro Macha
knacca BE3KocTH 30 Mm°/c ipu 50 °C H COOTBETCTBYIOMIMX ATAIOHHBIX PACTBO-
pPOB JONYCKAaeTCs X pa30daBieHHe reKCaHOM B paBHBIX MPOMOPHHUIX.

4.3.3 Ilpu neobxodumocmu BO3MOXHO YYallleHHE PSAA ITAIOHHBIX PACTBO-
DOB, YKa3aHHbIX B 1. 4.3.2, ¢ uHTepBanioM koHUeHTpaumMu 0,05 wan 0,10 %.

4.4 [loaroropKa MHKpPOINHIIETKH
H HaHeCeHHe NpolLI

4.4.1 Mukponunemxy NpOMbIBAIOT reKCAHOM, 3aTe€M A VIaldeHHsd rekcaHa
POAYBaOT BO3AYXOM IIPpH MOMOIUM I'DYLUH.

JTY OMEpaiLuio MPOBOAAT Mepea KaxKAbIM OTOOpOM MNpoObLI HUCMBITYEMOTO
Macla HJIK DTAJIOHHOTO pacTeopa.

4.4.2 Ombduparom npoOv Macila Win 3TaAIOHHOIrO pacTBOpa, IMOrpyxKad KO-
Hell MUKPOMUINETKHY B Maciao Ha 3—5 MM U BU3YANIbLHO KOHTPOJHMPYS 3ar0JIHE-

HHE Kanwuigpa 10 CneuHansHOM OTMETKH. MeTKy Ha MUKPOIUIIETKE YCTaHaB-
JIUBAIOT TaK, YTOObl IHAMETP tATEH, HAHECEHHbIX Ha MIAaCTHHY Npob. cocTasiin

2—3 MM, 410 noadHupaeTca ONbITHLIM ITYTEM.



4.4.5 llocre poctxenna npoboil Macjia METKH Ha KanWUiaApe MHUKDOTIH-
NETKY BBIHHUMAKOT M3 00paila, yaaldqdioT U3MMUIKY MAcia U IpHU HeoOXOAMMO-
CTH HNOBOASAT YPOBEHbL MMpPOOLI CTPOro OO METKH, YyIadsis H3AMIIKM Macna

OUILTPOBAJIBHOW OyMaroi.
4.4.4 Omobpannyro Npoby UCHBITYEMOIO Macia UiU 3TaJOHHOTO pacTBOpa

HAHOCAT Ha NMRACTUHKY Mapku "Cuiaygosa" IS TOHKOCAOMHOH XpoMarorpa-
$HuHd, KacadCh KOHLOM MHMKpPOIMIETKH CJ10f CopbeHTa Ha pacCTOAHHY
10—12 MM OT HM>KHEro Kpas MniacTUHbl (IMHUA ctapta). [Ipoby BAOAL JTMHHHM
CcTapTa HAHOCAT Ha PacCToAHUM He MeHee 1U MM OT OOKOBBIX KDAeB IL1aCTHHBI
Npy COONIONEHMH pacCTOAHMUA Mexay npodamu 7— 10 MM. Ha oaHY nnacTUHY
HaHOCAT NpoObl ABYX MAH TPEX 3TANIOHHBIX PACTBOPOB H HCILITYEMOrc Macia.
JIMHMg CTapTa pacnosiaraeTcs NepnesHaukynapHO PHUCKaM (BepTHKANBHLIM MO-
J10CaM) Ha aIIOMHHHUEBOH TOJIOXKKE TUIACTHH.

5 NIPOBEJEHHUE NCNBITAHUH

5.1 B Kxamepy, npeaHazHaueHHYIO I XpoMaTorpaHueckoro aHajid3a M
HACBLILIEHHYI) NapaMy rekcaHa, NnoMealrT MacTUHY Aid TOHKOC/IOHHOH XPO-
MaTorpa@Huy ¢ HaHeCEHHBIMH Ha Hee npobaMu. [1nacTHHY pacnosaralT B Ka-

MEpEe TakK, 4TOObl €¢ HMXHUM Kpafl ObLT NOIrpy>XeH B pacTBOPHTEIb HE MEHEE
yeM Ha 5 MM. He ponyckaetrcs, 4ToObl NOBEPXHOCTL PACTBOPHUTESIA KACAIECH

npo® Ha NUHWH cTapTa.
5.2 Kamepy ¢ naacTUHOR HAKPBIBAIOT KPbILLIKOH H BbIAEPAMBAIOT 10 TEX

f10p. f0Ka PacTBOPUTENAL HE MNOUHUMETCH [0 CAC10 cOpOeHTa, HE 10X0J8 TPH-
MEPHO 5 MM [0 BEPXHEr0 Kpas ILacTHHEL.
5.3 TInacTuHy BBIHHMAIOT W3 KaMepb! H BBLIIEPXKHBAIOT Ha BO3AYXE 10

NOJTHOTO HMCIApPEHMS reKcaHa.
5.4 Ina npoapiaedHHa XpoOMaTorpaMMsl ILTACTHHY NOC/IE HCNApeHHa rekca-

Ha MIOMELLAIOT B NIPOSBUTEILHYIO KaMepy, HachILEHHYIO fnapamy Hoaa. Kamepy
C [UTACTHHO 3aKPbIBAIOT KPBIKOH U BLIAEPKHUBAIOT JC TEX NOD, [OKa XpoOMa-

TOI'PDAMMBI HE NPUOOPETYT 4€TKHX IPaHULL ¥ MHTEHCHUBHO OKpacCATCH.
5.5 HlnacruHy ¢ NposABACHHLIMY XPOMATOIPAaMMAaMH H3BISKAIOT U3 Kame-

Pbl M OCTPO3aTOUEHHLIM  KapaHJaliOM OTMEYaloT rpaHHLbl TEMHO-
KOPHYHEBOrO NATHA NPMCAIKM, PACNOIOKEHHOr0 Ha pacCTosHuu [0—15 MM
OT AUHHY CTApTa. ECay Macao He CONEePXKHUT NMPUCAIKY, TO B JaHHOH 30HE XpO-
MATOIpamMMBbl OVIET OTCVTCTBOBATL HHTEHCUBHO OKPALIEHHOE TATHO.

5.6 Ilpu wauecrBeHHOM aHWIM3C NMPOUEIVPY HCOBITAHKE OCY LLECTRIBIOT
0€3 MCI10.1b30BAaHHA ITATOHHbIX PACTBOPOB.

6 OBPABOTKA PE3YJILTATOB UCIILITAHUH

6.1 CogepKanue NpHCAIKH ONpPeIesAlOT NYTEM CPAaBHEHMS [L10WALH f15-
TEH (IpUCAIKH HA XPOMATOrpPaMMax >STATOHHbIX PACTBOPOB M Npod aHaIu3H-



PYEMBIX Mace]l, KOTOpble OblI¥ NOAYYEHB! HA OAHOI XpoMaTtorpadpuyeckoi
[NacTUHE.

6.2 PacudeT npoBOIAAT METOAOM MATEMATHYECKOR IKCTPaNOIALINH.
6.2.1 Ycnosua pacuema

roe S,1. Sy — IUIOLIAAb NATHA MPUCAaAKK 3TaJOHHBLIX PACTBOPOB Ha XpoOMa-

2
TOrpaMMe, MM"; ¢, Cy; — KOHLEHTPAUMH NIPUCAAKY B 3TAIOHHBLIX pacTBopax, %
Macc.; S5, — IUIOMaAb NATHA MPHCANKK aHAIM3MPYEMOro Macjia Ha Xpomarto-

rpaMMmc, MMz; Cy — HCKOMasA KOHUECHTpALHA NpUCalKH B aHAIU3INPYEMOM Mace,

%0 Macc.
0.2.2 Dopumyast pucuema:

=1 F ((8x=551) (€32-¢3 ) (S52=Sa1). (1)
ecnu S-S, < S,-5,.

H C=C50 = ((35279¢) (€52—651))/(5;50-5,)), (2)
ecnu S-S, > 5,8,

6.2.3 Coodepocanue npucanku B macne Mexee 0,1 % macce. OUEHHBAIOT Kak
cJiefbl TIPUCAAKHU.

6.3 1lpn HeoOX0AMMOCTH BO3MOXKHA OLEHKA PE3YAbTATOB MCIIBITAHMI ITy-
TEM BU3YAJIbHOI'O CPaBHEHHWA pasMepoB M MHTEHCHBHOCTHU OKpPacKH Ha xpoma-
TOrpaMmax fISTeH OPUCATKKH MCMLITYEMOro Maciia ¥ 3TAJIOHHBIX PacTBOPOB M
NPUHATHA 32 HCKOMOE 3HAYEHHE KOHLEHTPaUUM dTAIOHHOTO pacTBOpa, Xpoma-
TOrpamMma KOTOporo Haubosnee COBMajaeT ¢ XpOMATOrpaMMO# HCIBITYEMOro
MacJia NP y4YallleHHUHU paja 3TallOHHbIX PpaCTBOPOB, YKa3aHHbIX B 11. 4.3.3.

7 TOHHOCTb METO/A

7.1 HuxKHHi npeaen KOHUEHTpauMd HOHOMa B TYPOMHHBIX Macniax, onpe-
aenseMblii npu oMot JTCX, cocrapaser 0,05 % Macc.; coaepaHue npucai-
k1 MeHee 0,05 % OLeHHUBAETCA KaK €€ OTCYTCTBHE.

7.2 CX0AMMOCTD

PacxoxxpeHusi pe3ynabTaToB ABYX AHATH3OB, BLIMOAHEHHLIX B OAHOM U TOR
xe nabopartopun OAHMM Ja00PaHTOM, MPU3HAKOTCA NOCTOBEPHBIMI (¢ A0BEDPU-



TEALHOW BepodaTHOCTLIO P=0.95), echy pacxoxaoeHue mexay HuMu ([;) B %
MAacCC., HE TNPEBbLIILAET JONYCTHMOTO 3HaYEHHA, PaCCYHTAHHOTO 110 QOpMYyie

I, =0,12 x\/ccp , (3)

rue c., — cpenHee apHMeTHUECKOe ABYX MapaiseNbHbIX ONpeleNieHHH ¢
yuetom Tpeboanuit n. 6.1 HacTosawero P/,

7.3 Bocupou3BOAUMOCTD

PesyibTarshl ABYX aHATH30B OAHOIO U TOIO K€ Macaa, BbINOJHEHHLIX B pa3-
HLIX (1a00paTOpHaX, H MOJIVHEHHBLIE CPeHHUE apUDMETHUYECKUE ClipeleseHHH
(Cept M Cgp2) UPHBHAKTCH AOCTOBCPHBIMH (€ AOBEPHTEIbHOH BCPOATHOCTBIO
P=0,95), ccan pasnHocrs Mexay HHMH ([D;) B Y% mMace. He npeBblillaeT A0NYCTH-
MOTO 3HAUECHHSA. PACCHHTAHHOTO 110 GIOpMYe

[ ,=0.20 x\/(ccp, +Cp; )/2. (4)
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