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TepmuHbI 1 onpeneneHus *

I'a3-HocHuTeJIb — ra3000pa3HOE WK NapooOpa3HOe BEMIECTBO, IBUKYILEECS Ye-
pe3 cioii copOeHTa sl TPaHCIIOPTUPOBAHUS ONPEIETIIEMbIX BEIIECTB

I'azoBasi xpomartorpagus — xpomartorpadus, B KOTOpOH MOABMXHasA ¢aza
HaXOJIUTCS B COCTOSTHUH ra3a WX Mapa

Kanuaiasipaasi razoxpomarorpaguueckasi KOJIOHKA — razoxpoMarorpaduue-
CKasl KOJIOHKA, CTCHKH KOTOPOM, a TaK¥K€ KUIAKOCTh WJIM TBEPIOE TEJIO, HAHECECHHbBIE
Ha €€ CTeHKH, JICUCTBYIOT KaK HeMOABI>KHas (pa3a

MeToa BHYTpPeHHEro CTaHAapTa — Coco0 BRIUUCIICHUS KOHIICHTpAIUN ompe-
JesieMbIX KOMIIOHEHTOB MPOOBI, OCHOBAHHBIN Ha TOOABIECHUU K HEW OMPEIEeICHHOTO
KOJINYECTBA U3BECTHOI'O COEIMHEHUS (BHYTPEHHETO CTaHJapTa), KOTOPOE PErUCTpH-
pyeTcs Ha XpOMaToOrpaMMe B BUE XOPOIIO Pa3pelIeHHOTO MUKa.

Hesieryunii 0CcTaTOK — HEPETUCTPUPYEMbIE HA XPOMATOIPAMME KOMITOHEHTHI
poObI HehTu C36+

HyneBasi iMHusI XpOMaTOrpaMMbl — Y4aCTOK XpOMaTOTPaMMBbl, TIPEACTaBIs-
Io1KKA co0oM 3anmuchk curHana auddepeHImanbHOro JeTEKTOpa BO BPEMs BBIX0/1a U3
KOJIOHKH YHCTOTO Ta3a-HOCUTEIA

IIuk xpomarorpapuyecKuii — y4aCTOK XpOMaTorpaMmbl, COOTBETCTBYIOLINI
BBIXO/Ty M3 KOJIOHKH OJTHOTO U3 KOMIIOHEHTOB TIPOOBI

IlinamenHo-uoHu3anuOHHbINA AeTeKkTOp (IINU/) — MOHM3AMOHHBIN Ta30Xpo-
Martorpaduueckuii JeTEKTOp, B KOTOPOM MCTOYHUKOM MOHU3AIMHU SIBIISCTCA TUTaMs U
M3MEpSETCs TOK HACBIIICHUS

Ilnomans nMKa — 1JI011a/1b, OTPAHUYEHHASI KOHTYPOM MHKA U €70 OCHOBAHHUEM.

CkoppeKkTHpoBaHHAasl IJIOIIAb XPOMATOTPAMMBbI NMPOOBLI — Pa3HOCTH ILIO-
majied XxpoMaTorpaMM Mpoobl U X0JIOCTOTO OIbITa

Teopernueckasi o0masi MWIOIAAb XPOMATOIPAMMBbI — IUIOIIAb XPOMATO-
rpaMMBbl, KOTOpas OblIa OBI MOTyYeHa TPH STIOUPOBAHUHU U3 KOJIOHKH BCEH MPOOBI

Xpomarorpamma — rpadguueckoe npeicTaBlieHue CUTHalla razoxpoMarorpadu-

YECKOTO JETEKTOpa Kak (PYHKIIMN BpeMEHHU
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IupuHa nuKa — JIMHa OTpe3Ka 0a30BOH JIMHUHU, OTPAHUYEHHOTO ABYMS Kaca-
TEJIbHBIMH, KOTOPBIE MPOBEJAEHBI Y€pPE3 TOUKY Nepernda Kaxaod U3 CTOPOH XpoMarto-
rpauyeckoro nuka

* TepmunsbI U onpeeaeHus 1aHbl coracHo [1,2].



YciaoBHBIE 0003HAYECHUA

V — KOJIMYECTBO BEIIECTBA

¢ — MOJIbHAS J10J1s1

S¢, — TUIONIA/Ib IIUKA H-AJIKaHa C YUCIIOM YTIIEPOIHBIX aTOMOB N

Mg - Macca HABECKU H-aJIKaHa C YMCIIOM YIJIEPOIHBIX aTOMOB N

Mg, — Macca aucyb(hua yriepoja

A — cymma muiomazielt Bcex MUKOB Ha XpoMmaTorpaMMe npoObl He)TH C BHYT-
PEHHHUM CTaHAapTOM

AlS - momaaer yyacTka Ha XpoMaTorpaMmme poOsl He)TH ¢ BHYTPEHHUM CTaH-
napTom n30-Ci ¢ MUKOM BHYTPEHHETO CTaHIapTa

B - cymma miomazei Bcex MMKoB Ha XpoMaTorpamMmme npoObl HeTu 6€3 BHYT-
PEHHETro cTaHjapTa A0 KOMIOHEHTHI Cas

BIS - momans ygactka Ha xpomaTorpamMmme IpoOsl HepTH 0e3 BHYTPEHHETO
CTaHJIapTa, COOTBETCTBYIOIIETO MOJIOKEHUIO MMKA BHYTPEHHETO CTaHAAapTa

Kwace.i — KOOQQHIUEHT MacCOBOI YyBCTBUTEIBHOCTH I-KOMIIOHEHTa CMECH

Kwacciorn — OTHOCHTENBHBIH KOA((OUIIMEHT MAacCOBOH UYyBCTBHTEIBHOCTH |-
KOMIIOHEHTA 10 H-TeKCaHy

Kwmace.n-rexean — @0COTIOTHBIN KOA(D(PUIIUEHT MAaCCOBOUM UyBCTBUTEILHOCTH H-TE€K-
caHa.

Mr — monsipHas Macca KOMIIOHEHTa

My — Macca npoosl HePTU

Mer — Macca BHYTPEHHETO CTaHAapTa

Si — mIomaap MrKa i-il KOMIOHEHTHI, pacCUYUTaHHAs MO Xpomarorpamme 0e3
BHYTPEHHETO CTaHaapTa

Si-er — TIOMIAH TMKA KOMITIOHEHTHI HEPTH, paCCUYUTAHHAS IO XpOMAaTOrpaMMme
He()TH ¢ BHYTPEHHHUM CTaHIapTOM

St — TeopeTrnyeckas 00111ast MIIOIIA b XPOMAaTOTPaMMBI

Xcn— MaccoBast J0JIA H-aJIKaHa B CMECHU



Xi — MaccoBas 10Ji1 KOMIIOHEHTOB He(TH 6€3 ydeTa coJepKaHus HEJIeTY4ero

ocCTaTKa

® — MaccoBasd O0JIsI KOMIIOHCHTOB HC(bTI/I C YUCTOM COACPIKAHUA HEJIICTYUCTO

oCTaTKa
Xer — MAaCCOBYIO OOJIFO BHYTPCHHCTO CTaHAapTa B CMCCH
Z — OTHOIICHUC CYMMBI nﬂomaneﬁ IMUKOB YIJICBOAOPOA0OB HA XpOMaTorpamMmax,

MOJIYYCHHBIX TPU aHanu3e HePTH ¢ nobaBieHreM u 0e3 100aBiIeHUS BHYTPEHHETO

CTaHOaapTa



1. CymHocTh MeToa

Jliia onpenienennst KOMIIOHEHTHOTO cocTaBa mpo0y HeTH aHATU3UPYIOT Ha ra-
30BOM XpomaTorpade ¢ miaMeHHO-MOHU3aUUOHHBIM sieTekTopoM (ITH]1) B pexume
MIPOrpaMMUPOBAaHUS TEMIIEPATYPhI TEPMOCTATa KOJOHOK. J[0JII0 HENeTy4dero ocrarka,
OTIPEAEIISAIOT MyTEM MPOBENEHUS JOMOJHUTENBHOIO aHaIM3a NpoObl C 100aBIEHUEM
BHYTPEHHETO CTaHAapTa. B 1aHHON METOIMKE Ipe/1aracTcsi UCIOIb30BaTh B KAUECTBE

BHYTPEHHETO CTaHAapTa U30-TeKcaieKaH (ganee 1o Tekcty u30-Cip) KBanudukammu .



2. YcnoBus BBINOJHEHUS H3MePeHUI

— TeMIlepaTypa oKpysaromieit cpeast (20+5) °C;

— OTHOCHUTEJIbHAA BIAXHOCTh OKpY>karotiei cpeabl oT 30% 10 80%;

— atMocdepnoe nasnenue ot 80,0 10 106,7 xlla (ot 630 10 800 MM pT.CT.);
- HaIpsDKEHUE EpeMEHHOro Toka (220 + g) B;

— yacToTa nepeMeHHoro toka (50+1) I'm;

— OTCYTCTBUE MEXAHUYECKUX BO3JCHCTBUM, BHEHIHUX HJICKTPUUYECKUX H

MarHUTHBIX MOJIEH, BIMAIOMIKX HAa paboTy anmnaparypsl,

- OTCYTCTBUC aI'PCCCHUBHLIX I'a30B U IIAPOB.



3. Cpeacrea usMepeHuii, BCIOMOraTe/ibHbIe YCTPOHCTBA, MAaTEPHAJIbI M pe-
AKTHBBI

CDCI[CTBa W3MEPEHUN 1 BCIIOMOTaTEIbHEIC YCTPOMCTBA

1) T"a30BbIi XpomaTorpad, BKITFOUAIOIIUH:

— 0JIOK yIIpaBJICHHUS;

— ITN]] ¢ npenenoM aeTektupoBaHus He Gonee 2-10722 r/c (mo yrinepony),
CIIOCOOHBIN pabOTaTh B HEMPEPHIBHOM PEXKUME MTPU MAKCUMAJIbHOW TeMIepaType Hc-
MOJIb3YEMOM KOJIOHKH (JIETEKTOP JOJKEH OBITh MOJCOCTUHEH K KOJIOHKE TaKUM 00pa-
30M, YTOOBI MEXK]Ty HUMU HE ObLIO XOJIOIHBIX 30H);

— CHCTEMY BBOJIa MPOOKI B U30TEPMHUUECKOM PEKHUME IIPU TEMIIepaType, Co-
OTBETCTBYIOIIEH MaKCHUMAalbHOW TeMIepaType KOJOHKH, WIM B PEXUME TeMIepa-
TYpPHO-TIPOTPAMMHPYEMOI0 HarpeBa, WM 00ECIEeUNBAIOLIYI0 MPSMOIl BBOJ MPOOKI B
KOJIOHKY;

— TEpPMOCTaT, 00eCIeYNBAIONINI TPOrPaMMUPYEMOE PETYINPOBAHUE CKO-
pPOCTH MOABEMa TEMIEPATYPBI U NOJJEPKaHUE 3aJaHHOW TEMIIEPATyphl C MOTPEIIHO-
cThio He Oosiee 0,1°C Bo BceM MHTepBaje pabounux TEMIEPaTyp;

— CUCTEMY OXJIXICHUS TePMOCTaTa KOJIOHOK (/151 aHalin3a Mpoo ¢ Hayallb-
HOI Temneparypoii kuneHus: Huxe 90°C);

- nmporpamMmHoe obecrieueHue st coopa, 00pabOTKHU U XpaHEHU S XpOMaTO-
rpaduyeckoil UHPOpPMaLUU.

Hcrnonb3yemblil MporpaMMHBIN KOMIUIEKC JOJIKEH 00eCeYnBaTh:

— npeoOpazoBaHuEe HENPEPHIBHO MHTETPUPYEMOIO CHUTHaja JETEeKTopa B
IJIOIIAM Y3KHX YYACTKOB XpOMAaTOrpaMMbl MpuHoi He 6onee 0,1 c;

— BBIUMTAHUE IUIOMIAN Y3KOT0 yYacTKa HyJI€BOM JMHHUU U3 TUIOMIAIA COOT-
BETCTBYIOIIETO Yy4acTKa XpOMaTOrpaMMbl aHAJIU3UPYEMOM TPOOBHI.

2) Kanumisspabie XpoMaTtorpaguueckue KOJIOHKH:

— DB-1 — nnuna 30 M, BHyTpeHHuid nuametp 0,53 MM, TOJIIMHA TUICHKU

HX® (momuaumeTtuncunokcan) — 0,25 Mk,
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- TG-BOND Q — gnmunaa 30 M, BHyTpeHHmid auametp 0,32 M, TOIIIMHA
meHku HXK® (muBununoen3omn) — 10 mxm.

3) Becoi mabopatopusie (o OCT P 53228) | kimacca TouHocty (MakcUMalbHasI
Harpy3ka — 210 r, MmuaumanbHas Harpy3ka — 0,01 r, nuckperHocts orcyera d = 0,1 mr,
JMaIa3oH TapUPOBaHUs € = 1 Mmr).

4) Muxkpoummpui; pupmbel SGE, Hamilton uiam aHaJIOTMYHOTO THIIA BMECTHMO-
cteio 10 MK

5) lNazonenponuaeMsblii mmpuil hpupmel Agilent, Hamilton wimn aHamoru4soro
THUIIA U3 CTEKJIA U (PTOPOILTIACTOBOTO MOPIITHSI BMECTUMOCTHIO 1 MIT.

6) Lllnpuuer meguuuackue o 'OCT ISO 8537-1 BmecTumocTbio 1 MiL.

7) Buasnbl CTEKISTHHBIC BMECTHMOCTBIO 20 MJI ¢ HAaBUHYMBAIOIIMMHUCS KPHbIIII-
Kamu ¢ aByxcionHoi centoit (cunukod/PTFE).

8) Buasibl CTEKJITHHBIC BMECTUMOCTBIO 2 MJI C HABUHYHMBAIOIIUMHUCS KPBIIITKAMH

¢ nByxcnoitHo# cenrtoit (cumukon/PTFE).

Matepuajbl U PEaKTHBEI

— ['enuii ra3000pa3HbIii OUMINIEHHBI MapKd A C COJEp>KaHHEM Teusl He
MeHee 99,99%;

— reHepaTop Bojaopoaa ¢ unctotor He meHee 99,99%);

— BO31yX (kommpeccop) kimacca 0 (CBOOOIHBIM OT YTIEBOAOPOIOB) IO
I'OCT 17433;

— H-TICHTaH KBATH(DHUKAIIIN X.9.;

— H-TeKCaH KBATM(PUKAIIAA X.4.;

— H-TENTaH KBaTU(PUKAINK X.4.;

— H-OKTaH KBIM(PHUKAIIUHY X.U.;

— H-HOHAH KBaTu(UKAIUH X. 4.,

— H-JICKaH KBaTM(PUKAIIUN X. 9.

— H-YHJICKaH KBaJIM(HUKAIIH X.4.;

— H-JI0/ICKaH KBaTM(UKAIINH X.4.;

- H30-TCKCAaJCKaH KBaJ'II/ICI)I/IKaI_[I/II/I 4.,
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- H-TEKCaJIeKaH KBaTU(UKAIINH .,

— siiko3aH KBamupukamu Tex. (<97%);

— TeTpako3aH kBamudukaruu Tex. (<97%);

— JOTPUAKOHTaH KBamupukauuu tex. (<97%);

— reKcarpuakoHTaH kBanddukanuu tex. (<97%);

— aTTecToBaHHasi cMmech yriaeBojopoaHbix razoB CI1-C5 (I'CO Nel0540-
2014);

— TUCyIbGUA yTaepoaa ¢ CoIepKaHHEeM OCHOBHOTO BEIIECTBA HE MEHEe

99%.
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4. IoaroroBka K MpoBeeHUIO U3MEPeHU

BxrounTs kKomMmpeccop [utst mogaun Bo3ayxa Ha [TM /], mpoeputs pabouee naB-
neHue Bo3ayxa. OTKphITh OaJIOH ¢ TeliueM, MPOBEPUTH paboyee AaBieHue. BKiounTh
TeHEPaToOp BOJAOPOAA U JAOKIATHCS BhIXOAa Ha pabodmii pexxuM. BKITIOUNTH Ta30BBIH
xpomarorpad. [IpoBeputb Ha FrepMETUUHOCTH M BBIBECTH Ha PEKUM B COOTBETCTBHUHU C

PYKOBOJICTBOM I10 IKCIUTyaTaluu XxpoMarorpada.

YcTanoBuTh pabovyr0 METOUKY U 3alMCATh HYJIEBYIO JIMHAIO (Tabmua 1).

Tabnuya 1.
YcnoBus NpoOBeACHUS U3MEPEHNN
Tapamerp 3Ha4YCHUE
Jls coctaBa C5-C36+ | Jlims coctaBa C1-C5
Kanumisipabie KoJIOHKA DB-1 TG-BOND Q
JImMHa KOJIOHKH, M 30 30
Huametp KOJIOHKH (BHYTpEH- 0,53 0,32
HUI), MM
HCHOHBH)KHVM (asa kanuLIAp- [TonunumeTuncuaokcaHn JIuBUHUITOEH30T
HOM KOJIOHKH
TommuHa TUICHKH HEMOIBYDKHON 0.25 10
(dha3pl, MKM
Jlerexrop 1§14 ITNJ1,
Pacxon Fa3a-H§CHTeHﬂ (remuit), 10 10
CM®°/MUH
Pacxon mo6aBouHoro rasa uepes 20 20
3
JETEKTOp, CM°/MUH
Pacxon Bogopoa, cM3/MuH 30 30
Pacxon BO3ayX, cM3/MUH 300 300
Hauvansnas Temneparypa tepmo-
cTaTa KOJIOHKH (BpeMsl BbIIEP- 35 50
»uBanus — 1-2 mun), °C
CkopocTh HarpeBa TepMocTaTa 15-20 10
KoJIoHKH, °C/MUH
Koneunas teMneparypa tepmo-
cTaTa (BpeMsl BblIEp>KUBaHUs 6 340-350 260
MuUH), °C
Temneparypa ucnapurens, °C 320-340 280
Temneparypa nerexkrtopa, °C 340-350 260
Paz6asnenne mpoOsl (cTaHmapT-
HOTO 00pasia) AUCYIb(OUIOM yT- 1:1 -
nepoja
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O06beM BBOAMMOM TPOOBI, MKJI

0,2

250

JleneHue noToka

1:40

1:30

14




5. IIpoBenenue n3mepeHui

5.1. Ilpouenypa nmpoBeaeHUs] U3MEPEHNH

[Tocne BBOAa B xpoMarorpad rpagyrupoBOYHON CMECH, AaHAIU3UPYEMOI TTPOOHI
WJIY TIPY MPOBEICHUH XO0JIOCTOTO OIbITA 3allyCKaTh TEMIEPATypHYIO IPOTrpaMMy Tep-
MOCTaTa KOJIOHKH. Y CJIOBHS BBINIOJIHEHUS U3MEpEHUH (Tabi. 1) U uX IpoaoSIKUTEb-
HOCTh IPHU MPOBEJECHUU XOJIOCTOTO OIbITa, IPAJyUPOBKE Xpomarorpada U aHaIu3e

po0 JTOKHBI OBITH OJIMHAKOBBIMH.

5.2. IlpoBeaeHue X0J0CTOI0 ONBITA

[Tocne BbIxoga xpoMarorpada Ha pabounii peKuM perucTpUpoOBaTh HyJie-
BYIO JIMHUIO MIPU YCIIOBUAX, IPUBEACHHBIX B TaOIULE 1.

X0JIOCTOM ONIBIT CIEAYET MPOBOAUTH JUIsl yueTa 3((heKTa NOBBIIIICHUS HY-
JIEBOM JIMHUM BOJIM3M MakKCHUMyMa TE€MIIepaTypbl KOJIOHKH. DaKkTOphl, BIUSIONIME HA
CTaOUJIBHOCTh HYJIEBOM JTUHUM: (POH KOJIOHKU, TOUHOCTh KOHTPOJISL TEMIIEPATyphl Je-
TEKTOpa, CTENEHb CTA0OMIIBHOCTH IOTOKOB I'a3a-HOCUTENS U ra30B, MUTAIOIIUX JETEK-
TOp, YTE€UKH, HHCTPYMEHTAIbHBIA Jped u T.1.

X0JIOCTON ONBIT MO3BOJISIET MOJYUYUTh JTOMOJHUTENbHYIO WH(OPMALIUIO O pa-
060Te 000py10BaHUS U IPOKOHTPOJINPOBATH OCTATOYHOE COJEPKAHUE B CUCTEME KOM-
MOHEHTOB IPEbITyIIel MPOOBI. X0JIOCTOM OMBIT BHIIOJHATD MEPE/ aHATU30M Ipaay-
MPOBOYHOM CMeCU M P00, HO TaKKe PEKOMEHIYETCs MPOBOAUTH €r0 B KOHIIE CEPUU
aHAJIN30B.

[lepen npoBeaeHHEM BBIUMCICHUNM U3 XpOMAaTOrpaMMbl MPOOBI MU TPALyHpO-

BOYHOM CMECH BBIUMTATh XpoMaTtorpaMmy XO0JIOCTOIO OIIbITA.

5.3. TI'pagyupoBka xpomartorpada

st onpeneneHuss KodOPHUITMEHTOB MAaCCOBON YYBCTBUTEIHLHOCTH HMCIOJB30-
BaTh TOYHO B3BEIICHHYIO cMeCh H-aikaHOB OT Cs 10 C3g, pACTBOPECHHBIX B TUCYJIb(PUIC
yraepoa. JlomycKkaeTcst HCrob30BaTh Kanubposounyro cMecs ASTM® D2887.

['panynpoBOUHYIO0 CMECh WHIANBUIYAJTBbHBIX H-aJTKaHOB OT Cs 710 C36 11 130-Ci6 B

nucynbue yriepoja ¢ MacCoBoM mojel kaxmaoro kommnoneHnta ot 0,01% mo 0,1%
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IPUIOTOBUTH CIEAYIOIIUM 00pa3oM. B Buamy BMecTuMOCThIO 20 ¢M® ¢ 3aBUHYMBAIO-
LIEHCs KPBIIIKOW C OTBEPCTHEM, OCHAIIEHHOW CENTON, TO0YepeIHO BHECTH OT 30 Mr
10 80 mr TBepabix H-ankaHoOB (Cao, Cos, Cs2, C36). Buany B3BeCHTH 10 U IOC/IE BHECE-
HUSI KQXI0r0 KOMIIOHEHTA, Pe3yJbTaThl B3BEUIMBAHUI B rpaMMax 3alucaTh ¢ TOYHO-
cthio J10 0,0001 1. 3aTeM B BHasTy MUIIETKOM 100aBUTH AUCYIbGu yraepoaa (ot 10 1o
15 cm®); BHaIly repMETHYHO 3aKPHITh U B3BECUTS. Jlajiee B BUaly BBECTU MEIUIIMHCKHM
mimpuieM uepe3 centy B kpoimke ot 130 go 280 mr xunkux H-ankaHoB (Cs, Cg, Cy,
Cs, Co, Ci0, C11, C12, C16) 1 u30-Cs6. [10 pa3zHOCTH pe3yNbTaTOB BYX MOCJEI0BATEIb-
HBIX B3BEIIMBAHUI BBIUUCIUTH MACCy KaXJIOTO H-aJIKaHa U PACCYUTATh €r0 MacCOBYIO

noxro B cMecu Xcp (%) mo popmyite (1):

= %100, (1)

IJI€ M¢_— Macca HABECKU H-aJIKaHa C YHUCIOM YIIIEPOJHBIX aTOMOB N, T;
Mg, — Macca aucyib(uia yriepoaa, T.

B cinyyae HEoOXOQUMOCTHM aHalv3a apoOMATHUYECKUX COCAMHEHUU (TOJIyOI,
THI0EH30I1, OpTO-/MeTa-/apa-KCUII0JI) HE0OX0IMMO TOOAaBUTh UX K KaTHOPOBOUHOM
CMECH.

[Toce mpUTOTOBIEHUS TPATyHPOBOYHOM CMECH, XpoMaTorpad BHIBECTH
Ha pabounii pexxuM (Tabdi1. 1) 1 MEKPOIINPHUIIEM BBECTH B UCTIAPUTEINH XpoMaTorpada
npo6y (0,2 pL).

[To xpoMaTrorpaMMme CMECH H-aJIKaHOB OIPEACIUTh 3HAYEHUSI UX BPEMEH
yAEePKUBAHHMS, COOTBETCTBYIOIINE BPEMEHH PETUCTPAIIIH MAaKCUMyMa TTUKOB WHVBH-
TyalbHBIX H-ankaHOB. [1o pe3ynbpTaTam aHanmusa B Tabiuily 2 BHECTH BpEMEHA ylep-
’KUBaHUS, MaCChl KOMITOHEHTOB, TUIOIIA/IA TUKOB M pacCYUTATh 3HAUCHUS K0P PuIu-
€HTOB MAaCCOBOU UyBCTBUTEINBHOCTH Kiyacei 1 3HAYCHUS] OTHOCUTEIBHBIX KO PUITUCH-
TOB MacCOBOM UyBCTBUTEIBLHOCTH JJII KOMIIOHEHTOB Kyacei om. TI0 H-TEKCAHY IO (oOp-

myie (2):
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KMacc.iz%: (2)

n

rac SCn — IN10IIadb ITMKa H-aJIKaHa C YUCJIOM YITICPOJAHBIX ATOMOB 1.

OTHOCHUTENBHBIN KO3(PPUIIMEHT MacCCOBON YYBCTBHTEIHLHOCTH (IO H-TEKCAHY)

paccunThiBaeTcs 1mo gopmyie (3):

K .
I<Macc.i OTH.:LCCJ’ (3)

I<M:’:1CC. H—TreKCaH

e Kyacenrexcan — AOCOMIOTHBIN KOA(h(PUIIMEHT MAacCOBOM UyBCTBUTEIBLHOCTU H-TEK-

CaHa.
Tabnuya 2
OOpazen AJis 3aM0JHEHUS JAHHBIX MO pe3yJIbTaTaM XpoMaTorpauyeckux u3-
MEpPEHUI KaJTuOPOBOYHON CMECH H-aJIKaHOB
IInomans OtH. k03¢ . macc. yyBCTBH-
Bpewms ynep-
KommonenTta Sc., en. Maccamc _,r | TenbHOCTH Kyacc.iors. MO H-TEK-
JKMBaHUS, MUH n n *
cyera caHy
Cs
Cs 1,000
Cy
Cas

* Kuacc.i ot 10JKEH ObITh B MHTepBase 0,98+1,05. Cnenyer cuutaTh pe3yabTaT HIpUEMIIEMbIM,
ecii HaOJIr0/1aeTcsl HEKOTOPOe TUIaBHOE YXYALIEHHE CXOAUMOCTH KO3(D(PHUIIMEHTOB YyBCTBUTEIBHO-

CTH KOMIIOHCHTOB C5 1 HanOoJIee TSHKEIBIX KOMIIOHEHTOB I10CIIE H'CZO.

Jli1g onpeienieHust BpEMEHHU yJep>KUBaHUs 00s1e€ HU3KOKUITSIIIUX KOMIIOHEHTOB
HeTH U1t KATMOPOBKU AOMOIHUTENBHO MCIOJIb30BaTh aTTECTOBAHHYIO CMECh yTJle-
BoAOpoaHbIX ra3oB Ci-Cs. Mcnonp30BaTh A JETKUX YII€BOAOPOI0OB KAUUISIPHYIO
koJioHKy TG-BOND Q cornacHo tabnuie 1. st BEIYUCICHUST COAEPKaHUS JIETKUX
yraeBogopoaoB Cq1-Cs UCIOIb30BaTh 3HAYEHHSI OTHOCUTENbHBIX KO3 (PHUIIMEHTOB Mac-

COBOM YYBCTBUTCIIbHOCTH, ITIPUBCIACHHLIC B Ta6J'II/II_Ie 3.
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Tabnuya 3

OTtHocuTenbHbIe KOAhOUIIMEHTH MACCOBOM UyBCTBUTEIBLHOCTH (110 H-TEKCaHY)

(ra3z-HOCUTENb — reNui).

Komrmionenra OtH. k03¢ d. Macc. YyBCTBUTEIIb-
Hoctn Kyace i o, IO H-TEKCaHy
Cy 1,114
C 1,047
Cs 1,023
I/IBO-C4, H-C4 1,012
I/IBO-Cs, H-C5 1,005
Ce 1,000

18



6. IMoaroroBka mpo0sI HepTH
6.1. TloaroroBka nmpoobl ¢ BHyTPEHHUM CTAHAAPTOM

B3BecuTs BUaily BMECTUMOCTBIO 2 MJI C KPBIIIKOM U ¢ cenToil. BHecTu B Buanny
ox0J10 1 M1 mpoOBI HEDTH, 3aKPHITH M CHOBA B3BECHUThH. J[00aBUTh BHYTPEHHUM CTaH-
napt. Jljis 3Toro yepes cenTy MeIUIMHCKUM HIMPUIIEM B BHATy BBECTH U30-C16 OKOJIO
8 mr. Ilocne BHeceHus: BUaTy B3BeCUTh. Pe3ynbTaThl B3BEIIMBAHUM B TpaMMax 3aru-
caTh C TOYHOCTBIO JIO UETBEPTOro 3HaKa. Macchl mpoOsl He()TH U BHYTPEHHETO CTaH-
JapTa ONpeeuThb [0 Pa3HOCTH MAcC BUAJIBI 10 U Mocje ux BHeceHus. Coaepxumoe
BUAJIBI SHEPTUYHO TepeMeniaTh B TeueHue 20 MUH 710 MTOJTHOTO PACTBOPEHHUS MPOOHI.

[IpoObl ¢ 1OCTaTOYHO HU3KOM BS3KOCTHIO IPH KOMHATHOU TEMIIEPATYPE MOKHO
BBOJIUTH B XpoMarorpad 0e3 pazdasieHus: aucyibpuaom yriepomaa. [IpoObl BA3KuUX
WM mapa@UHUCTHIX He(PTEPOAYKTOB CIeAyeT pa30aBiIsITh TUCYIbPUIOM yIIEpOa;
CTerneHb pa30aBieHusl U 00BEM BBOJMMOIO B XpomaTorpad pactBopa mpoOsl - B CO-

OTBETCTBUU ¢ Tabiuneit 1.

6.2. IloaroroBka mpooObl 6€3 BHYyTPEHHEr0 CTAHIApPTAa

B Buany o6bemMoM 2 MIT MEAUIIMHCKHUM IITIPUIIEM BHECTH TTPOOYy HEDTH OKOJIO
1 mu. Cmech pa30aBUTh paBHBIM 00BbEMOM Jucyib(uaa yriepoaa. InoTHo 3akpbITh
KpBILIKO# ¢ cenToi. CoepKUMOe BUaIIbl SHEPTUYHO MepeMeniaTh B TeueHne 10 MuH

710 TIOJTHOTO PACTBOPEHUSI MPOOHI.
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7. AHayuu3 npoosI HepTH

MuKkpoInmnpuieM BBECTH B HcnapuTelb xpoMarorpada npooy aHedtu (0,2 pl)

C BHYTPCHHHUM CTAaHAAPTOM H IIPOU3BCCTU aHAIN3 IIPHU TEX JKC YCIIOBUAX, IIPHU KOTO-

PBIX MPOBEJIM XOJIOCTON ONBIT U aHAJIM3 IPAAYUPOBOUYHOM cMecH (Tabnuua 1). 3atem

MUKPOUIIIPUIIEM BBECTH B UCIapuTeNb XpomaTorpada mpolOy HedTu 6€3 BHYTpeH-

HCTO CTaHZAapTa U IIPOBCCTHU aHAJIU3 IIPU TCX KC YCIIOBUAX. I[OHYCKaeTCH IMpOBOAUTDH

aHanu3 npooOsl HePTH ¢ BHYTPEHHUM CTaHAAPTOM U 0€3 HEero B JIF0OOM MmocieaoBa-

TeJIbHOCTH. THMOBBIE XpOMATOrpaMMBbI MPo0O HEPTH C BHYTPEHHUM CTaHAApTOM U 0€3

HEro MPUBEJEHBI Ha PUCYHKaX | 1 2.

800

&004

JinTencHEHOCTD CHTHAAA , TTA
= &
8 3

e

Lhuwﬂ I JMHNUMJMM

5 10 15

20

Puc. 1. Xpomatorpamma mpoObl HeQTH O0€3 BHYTPEHHETO CTaHapTa

1000

@
1
=

N
>

MHMTEHCHMEHOCTE CHTHANA, TA
>

w
&
=

1%

[ N L-M;memw

0

%

Bpenia, miH

Puc. 2. XpomaTtorpamma npoOsl HeTH ¢ BHYTPEHHUM cTaHAApTOM U30-Cig
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8. O0paboTka pe3yJbTaTOB

[To pa3zHocTu momaAel XpoMaTorpaMM aHATM3UPYEMOUM POOBI U X0JIOCTOTO
OIbITa BBIYMCIUTH CKOPPEKTUPOBAHHYIO IUIOMIAAb XpOMAaTOrpaMMBbl IpoOkI (najee -
CyMMapHasi CKOPpEKTUPOBaHHAS TIJIOMIA b ). J{J1s1 7TOro HEOOX0IMMO, YTOOBI BpEMEHa
aHaJu3a BBINICYKa3aHHBIX XpOMATOIPaMM ObLITHA OAMHAKOBBIMH.

Ha nmoiyueHHbIX XpoMaTorpaMmax IpOBECTH UACHTU(DUKALIMIO TUKOB CpaBHE-
HUEM 3HAYCHHUI WX BPEMCHH yJICPKMUBAHUS CO 3HAUCHUSIMH BPEMEHH yIePKUBAHUS,
MOJIy4YEHHBIMU MPU aHaIN3€e KanuopoBouHoi cmecu. [locne naenTudukanum paccuu-
TaTh TUIOMIAAN TTUKOB.

Vcrions3ys 3HaUYCHHS BpEeMEHH YACP)KUBAHU S, TTOTYYEHHBIE JIJIST KaTuOpOBOY-
HOW cMecH, BbIOpaTh BpeMsl YJIEpKUBAHHUS KOMIIOHEHTa BHYTPEHHETO CTaHaapTa
(130-Cig). [anmee onpenenuTh OOIIYIO IUIOIMIAIL 3TOTO Y4acTKa Ha XpoMaTorpaMMe
aHAJIM3UPYEeMON NPOoOBI ¢ BHYTPEHHMM cTaHaapTtoMm (turomans AlS, pucyHok 2).
Taxxe ompenenuTh OOIIYIO IUIONIAAh COOTBETCTBYIOIIETO YydacTKa Ha XPOMATO-
rpaMme poObl HedTH O3 BHYTpeHHEro cTanaapra (turomianb BIS, pucynok 1).

MaCCOBYI-O AOJII0O BHYTPCHHCTO CTaHJapTa B CMCCH XCT, BBIYHNCJIUTH IIO

dbopmye (4):

Xer = —2—, (4)
mH+mCT
rje Mgy — Macca BHYTPEHHETO CTaHaapTa, r; M, — Macca npoObl He(TH, T.
OTHolIeHHnEe CyMMBI IUIOLIaie MUKOB BCEX YriIeBOJAOPOJIOB Ha 00eux Xpoma-
TOrpaMMax 70 BPEMEHH yAEep>KUBaHUSA, COOTBETCTBYIOIIEr0 KoMnoHeHTe Css, mory-
YEHHBIX MPU aHaliu3e NpoObl HeQTU ¢ ToOaBIeHUEM U 0e3 100aBIeHHsS] BHYTPEHHETO

CcTaHaapTa, 3a BBIYCTOM rmomaz[eﬁ Y4aCTKOB C MTMKaMHU BHYTPCHHETO CTaHAapTa Z BbI-

qucIsioT 1o Gopmyie (5):

_ B-BIS
2= ATAlS (%)
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rae B — cymma mutonmaneit Bcex mMKoB Ha XpomarorpaMmme (puc. 1) 10 KOMIIOHEHTHI
Css, €TUHUIIBI CUCTA;

BIS — mmomane ygactka Ha XpomaTorpamme (puc. 1), COOTBETCTBYIOIICTO I10-
JIO’KEHHUIO THKA BHYTPEHHETO CTaH/IapTa, €AUHUIIBI CUETa;

A — cymma mIiomaie Bcex MMKoB Ha xpomaTtorpamme (puc. 2) ao Css, enu-
HUIIbI CUETA,

AlS — momane ydactka Ha XpoMmarorpamme (puc. 2) ¢ MUKOM BHYTPEHHETO
CTaHJapTa, CAMHUIBI CUETa.

Teopernueckyto 001IyIO MIIOMIAb ST XPOMATOrPaMMbI POOBI HEPTH € YIETOM

HEPETHCTPUPYEMBIX KOMITOHEHTOB HEJICTYYET0 OCTAaTKA BEIYUCIIAIOT 10 (hopmyie (6):

1-Xcr

S1= (AlSz - BIS) (6)

MaccoByto noito Henmetydero octatka RES (Csg:) BBIYHCIAIOT O GopMyJie
(7):
RES =100 - (- * 100) ©)
T

CyMMapHoOe coiep:KaHie BCEX YIIeBOJOPOJOB, 3apETUCTPUPOBAHHBIX HA XPO-
Marorpamme, NpuHITh paBHbIM 100%.

YyeT Jerkux KOMIIOHEHTOB CMECH: OIPCACIUTL IIOMaAN ITMKOB KOMIIOHCHTOB

710 H-TICHTaHa, orydeHHbIX Ha KojoHke TG-BOND Q (meran, sTaH, mponaH, n30-0y-
TaH, H-OyTaH, U30-TIeHTaH, H-TIeHTaH). JIJ1s BBIYMCIICHUS COACP)KaHUS UHIUBUYaThb-
HBIX YTJIEBOJIOPOJIOB MCITOIB30BAaTh 3HAYEHUS MAaCCOBBIX KOA((PHUITMEHTOB YyBCTBHU-
TelbHOCTH (Tabnuma 2). PacyeT qaHHBIX 1O TJIOMIAISM ITUKOB, TTOJTYYEHHBIX Ha JIBYX
KOJIOHKaX, MPOBOJMUTH IO TUIOMIAASM ITUKA H-TIeHTaHa. [|J1sl yriieBoiopooB ¢ Ooee
BBICOKHM YHCJIOM aTOMOB yTJIepO/ia IJIOMIA b PACCUUTATh, KaK CyMMY TUTOIIAACH ITUKa
H-aJIKaHa U MUKOB MEXKy 3THM H-aJIKaHOM U H-aJJKaHOM C YMCJIOM aTOMOB yTjiepoja

MeHbllIe Ha eAuHuIly (cormacHo ASTM D2887).
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MaccoByto nomto komnoneHToB HeTu C; - Css X (%) BBIYUCIUTH METOJOM
HOPMaJIM3alliy TIJIOMIAIeH TTUKOB BCEX YIJIEBOJAOPOJOB Ha XpoMaTOoTpaMme MpoObI
HedTu 1o Gopmyie (8):

_ Si*Kyacci orn.¥100

X; =
! Y (Si*Kyacc.i otn.) ' (8)

rjae Sj — miIonaas MuKa 1-ii KOMIIOHEHTHI, pacCUMTaHHas MO XpoMarorpamme 0e3
BHYTPEHHEr0 cTaHaapTta (puc.l), ¢IMHUILI cUeTa;
[TomyueHHbIEC 3HAYEHHUS MAaCCOBBIX J0JICH KOPPEKTUPYIOT I yIETa MacCOBOU

n07u HeneTydero octatka ® (%) mo dpopmyine (9):

X; (100—RES
o = Sl ) 9)
100
[ToyueHHBIC pe3yabTATHI MIPEJACTABIISIOTCS B BUE TaOIHUIIHI 4.
Tabnuya 4

OO6pas3er aJis1 3aNI0JIHEHUSI PACCUYUTAHHBIX 3HAYCHUI MacCOBOM (®) U MOJILHOM

1011 () KOMIIOHEHTOB He(TH

S, ®) Sicr, ® ¢,
Kommno- ) M r, I et Kwuace.i Xi, 0, Si*Kwuacc.i © Vv, ¢
ell. ell. %
HEHTA r/MO0JIb OTH. % % OTH. MOJIb
cyera | cyera
C1 - - - - - - - - -
(E) Cas+

A Mr — MmonspHYI0 Maccy KOMIIOHEHTHI He)TH B3STh U3 TUTEPATYPHBIX JaHHBIX [3];

® Si_¢; — mIOMmANE MHMKA KOMIOHEHTH He(TH, pacCUUTAHHAS 110 XPOMATOrpaMMe He(TH ¢
BHYTPEHHHUM CTaHAApTOM, €IMHUIIbI CUETA,;

© v — xonmyecTBO BemecTBa KOMIOHEHTHI HE(TH C Y4ETOM COJEPIKAHHS HEIeTYdero
0CTaTKa, MOJIb;

®)  — MoBHAS 10N KOMIIOHEHTHI HEYTH C YIETOM COJIepKaHUs HeleTydero ocrarka, %.
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E) _ monspHyro Maccy TsKenoro ocraTka Mrcie+ paccuutaTh u3 (opMmyibl Mrege, =

w *MT,
—C:f* %, TJI€ Wc36+ — MaccoBas nons Cse+, M1, — MONpHAs Macca HeQTH, Pcze4 — MOJBHAS HOJIA
C36+

Cs6+. Monsipayto maccy HeTu M7, OIpeaenuTh SKCIIEPUMEHTAIbHO KPUOCKOIIUYECKUM METOIOM.
[To naHHBIM TabMUUBI 4 MOCTPOUTH MOJEKYJISIPHO-MACCOBOE paclpejiesicHue
KOMITOHEHTHI He()TH B BHJIE THCTOTPAMMBI (OCh OPJAMHAT — MOJIBHAS JIOJISA, OCh aOCIIHCC

— KOMIIOHEHTA).
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Puc. 3. 06pa3eu MOJICKYJIIPHO-MACCOBOTI'O paCIIpCACIICHUA KOMIIOHCHTOB

HedTH.
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IIpakTnyeckast 4yacTb

Brimorerrne mabopaTopHO#t pabOThI OCYIIECTBIISIETCS B KOMaHAaX, CHOPMHUPO-
BaHHBIX PYKOBOJMTEINEM, TIOCIIE OCBOCHUS TEOPETUYECKOTO MaTepHaia.
PykoBoauTenb BBIAACT 3a1aHle KaXKI0M chopMUpOBaHHOM TPyMIIEe, ¢ KOTOPOH
OyZIeT BBINOJIHEH XpoMaTtorpaduueckuil aHanu3 npoosl HeGTH. OdopmiieHre pe3yib-
TaTOB KOMIIOHEHTHOTO cocTaBa He(pTU C3g+ MPENOCTABISETCSA B BUJE OTUETA.
Tabnuya 5

HToroBbIid mpOTOKOJI

Moasipaas
KoMmnoHeHTBI Mmacca, % Macc. % MoJI1.
r/M0JIb
Meran 16,043 0,003 0,044
OtaH 30,07 0,008 0,063
[Tpomnan 44,097 0,098 0,522
N30-byran 58,123 0,063 0,255
H-Byran 58,123 0,324 1,310
H3o-Ilentan 72,15 0,315 1,026
H-Ileuran 72,15 0,575 1,873
I'excansbl (C6) 84 1,372 3,838
I'enransr (C7) 96 2,856 6,991
Okrtansl (C8) 107 3,597 7,900
Honansr (C9) 121 3,555 6,904
Hexannl (C10) 134 3,448 6,047
VYunekans! (C11) 147 3,368 5,384
Honekansr (C12) 161 3,304 4.823
Tpunexans! (C13) 175 3,267 4,387
Terpanekans (C14) 190 3,207 3,967
[TenTanekansl (C15) 206 3,146 3,589
I'excannexansl (C16) 222 3,037 3,215
I'enranekansr (C17) 237 3,004 2,979
Oxkranekansl (C18) 251 2,88 2,696
Honanexansr (C19) 263 2,757 2,463
Oiiko3ansl (C20) 275 2,691 2,300
I'enniiko3anbl (C21) 291 2,563 2,070
Joxo3anbl (C22) 305 2,492 1,920
Tpuko3zans (C23) 318 2,353 1,739
Terpako3zansl (C24) 331 2,224 1,579
[Tentako3ansr (C25) 345 2,103 1,432
I'excako3ansl (C26) 359 2,019 1,322
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I'enrrako3ansl (C27) 374 1,945 1,222
Okxkrako3ansl (C28) 388 1,87 1,133
Homnaxo3ansr (C29) 402 1,775 1,038
Tpuakontansl (C30) 416 1,691 0,955
I'earpuakontansl (C31) 430 1,586 0,867
Jotpuakonrtansl (C32) 444 1,461 0,773
Tputpuakonrtansl (C33) 458 1,396 0,716
Terparpuakontansl (C34) 472 1,298 0,646
[TentarpuakonTtansl (C35) 486 1,176 0,569
I'excarpuakonTtansl (C36+) 626 25,173 9,443
Bcero 100,000 100,000
C5+ 99,504 97,806
C6+ 98,614 94,907
C7+ 97,242 91,069
Momnsipaast Mmacca HeTH 235

26




KonTpoabHbIe BONPOCHI

1)
2)
3)
4)
5)
6)
7)
8)
9)
10)
11)
12)
13)
14)
15)
16)
17)

["azoBas xpomartorpadus — 3T0?

Xpomarorpamma — 3T0?

[Tuk xpomaTorpaduueckuii — 310?

[Tnomanp nuka — 310?

[[Iupuna nuka — 3107

CkoppekTrpoBaHHas IJIOIAAb XPOMATOTPaMMbI IPOOBI — 3TO?
MeTtoa BHYTpEHHETO cTaHAapTa — 3To?

Heneryunit octatok — 310?

Teopernyeckas 0011ast IIIOMIAIb XPOMATOIPAMMBI — 3TO?
Henoneuxkhas xxunkas ¢asza —31o?
[lTaMeHHO-HOHU3AIMOHHBIN IETEKTOP — 3TO?

Kak onpenenuts MaccoByIO J10JII0 BHYTPEHHETO cTaHAapTa Xer?
MeTtoo0orust IpoBeAEHUS XpOMaTOrpapuuecKoro aHanu3a?
YcnoBus mpoBeaeHUS U3MEPEHUN?

Kak npurotoBuTh rpalyupoBOYHYIO CMECH?

Kak moaroroButs mpoOy He(dTH C BHYTPEHHUM CTaHAAPTOM U 6e3?

Kak BBIYHMCTUTH TEOPETUYECKYIO OOIIYIO TUIOMIAh St XPOMAaTOTPAMMBI

poObI HehTU?

18)

Kak BeIYMCIUTH MacCOBYIO JIOJIO HeyeTydero ocratka RES?

27
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