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BBEAEHHUE

«IIpakTuKyM 1O ra30BOM XpoMaTorpauu» HalnucaH B COOTBETCTBUM C MPOrpaMMOn
KypcoB «CHeunpakTukyMm I0 TEPMOJMHAMHUKE M DJIEKTPOXUMUW», «l'a3oBas
xpomatorpadus» W IpeAHa3HaueH Uil MCIOJIb30BaHUS B KadecTBe Y4eOHO-
METOJIMYECKOTO0 TMOCOOWs TMPH BBIMOJIHEHUU MPAKTUYECKHX paboT 1o (usmko-
XUMUYECKUM METOJIaM HCCJIEI0OBaHUs CTYJIE€HTaMH XWMHUYECKOIO HHCTHUTYTa HM.
A.M. bytneposa Kazanckoro ¢geaepabHOT0 yHUBEPCUTETA.

B npakTukyM BKIIIOUEHBI OMTUCaHUS J1a00paTOPHBIX padoT mo Temam: «la3oBas
xpomatorpadus», «CraTuueckuil MeToJ Mapo(asHoro razoxpomarorpapuyeckoro
aHanmuza». B kaxmoill rinaBe B KpaTkod ¢dopme NpHBEIEeH COOTBETCTBYIOIIUI
TEOPETUUECKHUI MaTepHall, OKUCaHbl METO/bl UCCIIEOBAHMS, JaHbl BApUAHTHI PadoT
U OIIMCaH MOPSIOK UX BBINOJHEHMs. B KOHIIE pakTUKyMa yKa3aHa peKOMEHIyeMast

JauTeparypa.



XPOMATOI'PAOUYECKHUE METO/IbI

I'azoBas xpomarorpagus

OcHoBHbIe NoHSIMuUs U orpederieHust

Xpomatorpaduss —  OKCICPUMEHTAIBHBIH  METOJ, OCHOBAaHHBIA  Ha
MCIIOJIb30BAaHUN PAaBHOBECHOTO pPAaCHpEETICHUsI BEIIECTBA MEXKYy HEMOIABHKHOM U
NMOABMKHON (pa3aMM, HMEIOIUMHU OOIIYI0 TpaHully (MOBEPXHOCTh) paszfena.
["azoBas xpomartorpadus — xpoMmarorpaguueckuii METOJl, B KOTOPOM IOJBHKHOM
(dazoii gBisieTcs a3, WM ra3-HOCUTeNb, a HETOJBUKHON — KUJIKOCTh WM TBEpAAs
daza. B cBsi3u ¢ 3TH ra3oByr0 XpoMarorpaduro HHOT/IA JACJIST Ha Ta30-KUIKOCTHYIO U
ra30-aJICOPOIIMOHHYIO.

l'azoBass xpomatorpadus TPUMEHSICTCS IS PA3ACICHHUS CMECEH JICTy4YuX
BEIIIECTB, ONMpPENENEHUs WX KOHIICGHTPAIlMU, a TakXKe JUIsl OMPECICHHs Pa3TMUHbIX
(OUBUKO-XUMHUUECKUX TapaMeTpPOB, XapaKTEPHU3YIONUX TPOILECC paclpeaeICHUs
KOMITOHEHTOB MEXIy ABYyMs (aszamu: KodhdHUIMEHTa pacpeeieHus, PeaeIbHBIX
KO2((PUITMEHTOB aKTUBHOCTH, TETUIOBBIX d(DPEKTOB CONbBATAIINH, MTApPOOOPA3OBAHUS
1 aJcopO1Mu, a TaKKe yACIbHON MOBEPXHOCTH aICOPOEHTA.

OCHOBHBIMH DJIEMEHTaMHU Ta30BOro Xxpomatorpada, puc. 1, sBISIOTCA
xpomaTorpaguyeckasi KOJOHKA, WCTOYHUK Ta3-HOCHUTENS, YCTPOHCTBO BBOJA
aHaJIM3upyeMoro ooOpaslia B XpoMarorpaduyecKkyr KOJOHKY (B CTaHIapTHOM
KOH(pUrypanmuu — HCHAPUTENb KUAKAX TPo0), [JeTEeKTOP, TEePMOCTAT I
XpoMarorpaduueckoll KOJIOHKH, MHUKPOITPOIIECCOPHBIM KOHTPOJIIED TSl YIIPABICHHSI
TEMIIEpaTypHBIMH pEeKMMaMH W  pacxojJoM Tra3oB. JlaHHBIE C JeTeKTopa
00pabaThIBaIOTCS HA KOMITBIOTEpE C TIOMOIIBIO CIENHAIbHONW TMporpamMmbl. B
pe3yibTaTe PKCIIEPUMEHTA MOJIh30BaTEeNb MOTYYaeT 3aBUCUMOCTh CUTHAJIA IETeKTopa
OT BpEMEHU (XpOMaTOrpamMmy).

Xpomatorpaduyeckas  KOJOHKa  ra3oBoro  xpomarorpada  OOBIUHO
MpEACTaBIIeT Cco00W JMOO KBapIEBYIO, CTEKISHHYIO WIA METAUIMYECKYIO
KaMWUSIpHYI0 TpyOKy, Ha BHYTPEHHIOI ITOBEPXHOCTh KOTOPOTO HaHECeHa

HEMOABWKHAA XKHUJKasd Pa3za (KanuUIspHasi KOJOHKA, pUC. 2), TM0O0 CTEKIISIHHYIO



NI MCTAJNIMYCCKYIO TPY6Ky, 3aII0JJHCHHYIO TBEPAbIM HOCHUTEJIEM, HAa IIOBEPXHOCTDH

KOTOPOTO HaHECEHa HEMOABMIKHAs JKuAKas (pa3a (HacagouHasi KOJOHKA, puc. 3).
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Puc. 2. KBapuesas kanuuisspHasi XxpoMmarorpapudeckas: KOJIOHKa



CTEeHKN KONOHKN

TeBepabin
HocuTenb

HenopBwukHas
Xungkasa gasa

Puc. 3. Hacanounas KoJoHKa JjIsl Ta30BO# (ra30-KUAKOCTHO ) XpomaTorpaduu

["a3-HOCHTENb, OOBIYHO TN UK a30T, MOAAETCs U3 OAJUIOHA C JaBJIEHUEM 10
150 aTt™ yepe3 OaTOHHBIN PETYKTOP, MOHUKAIOIIUN JaBJIECHUE 10 YPOBHS MeHee 5-7
aTM, Ha Bxon B xpomatorpad. B xpomartorpade wumeercs cucrema
MHEeBMOABTOMATHKH, pEryJMpyIolass pacxoj ra3a-HOCHUTENIs Ha BXOJAE B
XpoMaTorpauuecKkyr0 KOJOHKY M HUCHapuTelIb MOJ YIPaBICHUEM BCTPOEHHOTO
MHUKPOIPOIIECCOPHOTO KOHTPOJUIEPA W/UIIM IPOTPaMMbI Ha KOMITbIOTEPE.

Hcnapurtens IOCTyNeH uepe3 OTBEPCTHE B BEPXHEW KpBIIIKE Xxpomatorpada.
XKunkas mnpoba BBOAUTCS B HUCHApUTENIh Yepe3 MeMOpaHy C IOMOIIBIO
MHKpoInpuna. KoHCTpyKuus ucnaputens A KanWUIIPHBIX KOJOHOK CXEMaTHYHO
nzobpaxena Ha puc. 4. OH mnpeacTaBiseT CcOO0OW IIIMHAPUYECKYIO Kamepy,
HarpeBaeMyro 10 3aJaHHOM C KOMIBIOTEpa W/WIM KOHTpOJUIEpa TEeMIIEpaTyphl,
COCIMHEHHYIO C KOJIOHKOW, JIMHUSAMHU TOJa4M Ta3a-HOcuTens, cOpoca mpoObl, U
copoca rTaza c wmemOpanbl. J[lejileHue moTOKa B wucHapuresne o0OeCIeuYnBacT
JOCTaTOYHYI0 CKOPOCTh Ta3za-HOCUTENs B HCIapHUTeNe, YTOObl TNPEIOTBPATUTDH
pa3MbIBaHMEe TIPOOBI, W OJHOBPEMEHHO TPEJOTBpAIIaeT TMEepPerpy3Ky KOJOHKHU
aHanmuzupyemMoi mpo6oi. CrekioBara B KaMepe UCHAPEHHs CIYXKUT Ui
IpeJOTBpalleHHs] 00pa30BaHUs a’dpo30Jis U3 KalleleK MaJIoJIeTyYHMX KOMITIOHEHTOB
npoObl M paBHOMEpHOro ee ucnapenus. lcmapurenb ajis Hacago4HON KOJOHKH
OTJIMYAETCS OT M300paK€HHOTO Ha puc. 4 TeM, 4TO B HEM HET cOpoca mIpoObI

JeNUTENs MOTOKa U cOpoca ¢ MEMOpPaHBI.
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Puc. 4. Cxema ucnapurens 1l KADWUIAPHON KOJIOHKH

B ra3zoBbix xpomartorpadax NPUMEHSIOT pa3IMYHbIE THUIBI JIETEKTOPOB:
JETEKTOp 1O  TEIJIONPOBOAHOCTH  (KaTapoMmeTp), IJIaMEHHO-MOHHU3ALUMOHHbBIN
NETEKTOp, AJIEKTPOHO3aXBATHBIN JAETEKTOP, MACC-CHEKTPOMETPUYECKUH, JIAMEHHO-
doToMeTpuyeckuid, (POTO-MOHU3AIMOHHBIA JETEeKTOphl. Yaille Bcero mpuMeHseTcs
IUIAMEHHO-MOHM3AIHOHHBIN eTeKTOP, IPUHIIUI JEHCTBUS KOTOPOrO OCHOBaH Ha
U3MEpPEHUs TOKa MUPOJIM3a KOMIIOHEHTOB MpPOObI B IJIAMEHU BOJOPOJA, PHUC. S.

[Ipenen obHApYKEHUS C TOMOIILIO ATOTO AeTekTopa — 100 mukorpamm.



cnupanb

nogXxwura <
|:[ LA/
Kycunurtento
TOKa I I .
: | | *ﬁ
BO3AYX
BOAOpOA

KONIEKTOPHbIN
anekTpon,

nonapuayoLnia
3MNeKTpoA,
200B

ropenka

rpagouT

~— KanunnnAapHada
KOJITOHKa

Puc. 5. [InaMeHHO-MOHU3ALIMOHHBIN JETEKTOP

HenocpeacTBeHHBIM pe3yJbTaTOM H3MEPEHHMI Ha Ta30BOM XpomaTorpade
ABIIIETCS XpomaTorpamma, puc. 6. Ha XxpomarorpamMmMe MOKHO BBIICTUTH TOYKY
BBOJ]a NPOOBI, OTHOCUTEIIPHO KOTOPOW OTCUMTHIBAETCS BpeMs, BpeMsl BbIXOJa
HEecOpOMpYyeMOro BEUIECTBA — MEPTBOE BpeMs (74), BpEMsI BbIXOJA aHAJIU3UPYEMOIO
KOMITOHEHTa ITPoObI — BpeMsl yiep>KuBaHus (Zg), BRICOTY MHUKA 3TOro KoMIoHeHTa (),
MUPUHY TMKa Ha 0OazoBod ymHWK (4G), BenuuuHy nepenHero (F) m 3amaero (B)
¢ponra nuka. [lluprHa nuka Ha 0A30BOM JMHMHU CBA3aHA C YIIMPEHUEM INUKA G U

BBICOTON J(dexTuBHOIl TeopeTrnyeckoii Tapeaku, H = c?/L, rne L — niuvHa

KOJIOHKH.
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Puc. 6. Xpomarorpamma

Benuunna H xapakrepusyet 3(pPeKTUBHOCTh XpoMAaTOrpaduieckoi KOJIOHKU
— e pa3’eNsIoNlyl0 CHOCOOHOCTh, KOTOpas TEM BbIIIE, YEeM BBIIIE YHUCIIO
3P PEKTUBHBIX TEOPETUUECKUX TapesloK B KoJoHKe. [lnomans muka KOMIOHEHTa
IPOMOPLMOHAIbHA €r0 KOHILIEHTpAallMu B Mpo0e, eclii 3Ta BEeIMYMHA HAaXOIUTCS B
npezaenax JMHEHHOTO quama3oHa JETeKTOpa, a COCTaB MPOObI HE MEHSETCs IpU ee
MPOXOXKACHUM Yepe3 HCHApUTEeNb W KOJOHKY U3-3a MPOTEKAHUS XHUMUYECKUX
peakiuil Wik Ha BXOJI€ B KOJIOHKY B HCIIApPHUTENE U3-3a IPEUMYIIECTBEHHOTO YHOCA B
atMocdepy TeX WIM HHbIX KoMmnoHeHTOB. Ilocnennuii sddexr mnonHOCTHIO
OTCYTCTBYET MpH BBOJE MPOObl B HACAJOYHYIO KOJOHKY WM TpPH BBOJE B
KallWUISIPHYIO KOJIOHKY Oe3 JIeJIeHus MOTOKa ra3za-Hocurens (cOpoca O6oblieit yacTu
UCIapuBIIeics mpoOsl B aTMochepy).

Bpewmst yaep:xuBanusi, £z, MpsiMO TPOMOPIIUOHAIIBHO 00BEMY YAEPKUBAHMUS,
Wi  00beMy Trasa-Hocutenss, Vg = fr [F, KOTOpBIM BBIXOIUT U3
XpoMaTorpauueckoil KOJOHKM C MOMEHTa BBOJAa JO MOMEHTa BBIXOJa
KOMIIOHEHTa M3 KOJOHKH, Tle F — oObeMHas CKOpPOCTh ra3za HOCHUTEIS Ha
BBIXOJIE U3 KOJOHKH. J[JI1 KOMIIOHEHTa, HE COPOUPYIOLIETOCsl B HEMOBHKHOM

(daze KOJOHKH, 00BEM YJIEPKUBAHUS PABEH MEPTBOMY 00beMy V4 = t4 F.
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Eci KOMMIOHEHT NPOXOAUT IO KOJIOHKE, 00pasys B HEMOJABUKHOM
KUAKOM (pa3e mpenenbHO pa3z0aBIEHHBIN PacTBOp, MEPEMEIICHHE KOMIIOHEHTA
M0 KOJIOHKE TIPOMCXOJIUT TOJILKO B TTapoBOi (haze, a paBHOBECUE HETOIBHKHAS
xuakas (asza — razoBas ¢aza yCTAHABIMBAETCS MTHOBEHHO, TO OOBEM
yaepxuBanus Vz’, mepecunTanubIi ¢ yaeToM (aKTopa CKATHS ra3a HOCHTENS B
KOJIOHKE j, CBsf3aH C KOX((PHUIIMEHTOM pachpeaesiecHus] aHaTu3upyeMOTo
KOMITOHEHTa MEX/1y HEeTOJBUKHON U MOJBMKHOU (Pazamu KoJIoHKU K. = Cs/Cy
(Csu Cy — KOHILIEHTpAllUM KOMIIOHEHTa B HETOJBU)KHOM U MOABMKHOM (hazax
COOTBETCTBEHHO) U 00beMaMHU 3TUX (Pa3 COOTHOIIEHUEM:

V= jVe =j (Va+ V&)= Vu + K.Vs.

Takum oOpazom, 00beM MOJABMXHOUM (pa3bl (T.e. MyCTOr0 MPOCTPAHCTBA B
KOJIOHKE) Vs CBsSI3aH C MEPTBBIM 00beMOM V4 BeipaxkeHueM Vi = jV4, a 00bem
HenmoABMXKHOW (da3pl Vs cBsizaH ¢ KOIPOUIMEHTOM paclpeneseHus Hu
HCIIPaBIEHHBIM O0BEeMOM ynepxkuBanust Vi' = (tg — t4)F COOTHOIICHUEM
JVR = K.Vs. 3nas Bpemsl yIepKUBaHUS BEIIECTBA U MEPTBOE BPEMs KOJIOHKH,

(tR _tA)VM

MOKHO BbIYMCIUTH K. 1o popmyne K, = e
A" S

Cpe,Z[HI/II\/’I (I)aKTOP CXKaTHusd ra3da B KOJIOHKEC OTHOCUTCJIBHO I'a3a HAa BBIXOJC

2
po _3 (pi/po) _1 N
= =—X———5—, e P, pi, po — CPEAHEE IABIICHUE B

U3 Hee paBeH J =

KOJIOHKC MW JaBJICHHMA Ha €€ BXOJAC M BBIXOAC COOTBCTCTBCHHO. CJ'ICI[yeT
IIOMHHUTB, YTO BCJIIMYHNHA 00BEMHOM CKOpPOCTH I'a3a-HOCHUTCIIA F’ Bbruncisercs

IIPUA TEMIIEPATYPE KOJIOHKH, €CIIN K€ U3MEPSITh NOTOK [3 Ta3a HA BBIXOJE MOCIIE

€ro OXJaX<JeHHs, TO OH OyJIeT CBA3aH C HUM COOTHomeHueM £, = FHF , e T

c

u T. — aOCOJIOTHBIE TEMIIEpAaTypbl KOJOHKM U BHEIIHEH  Cpelibl

COOTBCTCTBCHHO.
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Koaddumuent pacnpenenenus K. MOXHO CBS3aTh C TNPEACIbHBIM
K03 (HUITMEHTOM aKTUBHOCTH COSAMHEHHUsI B HETIOJIBMXKHOM XKUAKON (paze y™:

RT _  p,RT

K, = ® ) )
7/ psatVL 7/ psatMWL

c

rae p,, — JaBlIEHHE HACBIIIEHHOIO mapa coenuHeHus, V, u MW, — MOJbHbIN

00bEM M MOJIIpHAs Macca HEMOJBWXXHOU >kuakod ¢asbl. [lomap3ysice 3TuM

BBIPAKCHUCM, IIPpU HU3BCCTHBLIX BCIMYHMHAX yoo n p., W 3HAHUN 11apaMCTPOB

KOJIOHKM MOYHO IPeACcKa3aTh BPEMS BbIXO/1a BEIIECTBA U3 KOJIOHKHU.

TununuHast xXpomarorpamMma, IIOJyYE€HHass Ha Ta30BOM Xpomarorpade ¢
KalWJUIIPHOW KOJIOHKOM U1 TECTOBOM CMECH OPTaHUYECKUX COCAUHEHUM ITPUBEICHA
Ha puc. 7. Bpems BbIxoma nuka meraHa (1) mpuUMEpHO COOTBETCTBYET MEPTBOMY

BpPCMCHU. OcTtanbHbIC BCIICCTBA BBIXOJAT ITO3KE.

1

3
2 10,11

T T T - ¥ T T T T T T T T T T T T T T T T T v ' T T T T ¥ T

5 10 15 20 25 30 35

Puc. 7. XpomarorpamMmma cMeCu OpraHUYECKUX COCIMHEHUM, IOJyYEHHAs! HA Ta30BOM

xpoMarorpade ¢ KamIITPHONU KOJTOHKOM
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Oco0eHHocTH padoTHI € OTACILHBIMU TUIIAMHU XpoMaTorpagos

1. IHopsimok padoTsl ¢ razoBbiM xpomarorpagpom PerkinElmer Clarus 580 ¢
HCI0JIb30BaHHEM KBapUeBOi KAWLISAPHON XpoMaTorpadpuyeckoil KOJIOHKYU H

INIAMECHHO-HOHU3AIMUOHHOI'0 A€TEKTOPA.

e

Puc. 8. I'azoBb1it xpomartorpad PerkinElmer Clarus 580

13



OTkpoiiTe KpaH HCTOYHMKa Tra3a-HocuTensd. Bxmounte xpomarorpad,
reHEepaTop BOAOPOJA M KOMIIPECCOP BO3AyXa, KOMIBIOTEP U 3aMyCTUTE MPOrpammy

TotalChrom Navigator (puc. 9).

?Tntalthrnm Mavigator - Clarus 580 . ;lglil

Build Instrument Run  View Reprocess Display Apps  Admin  Help

Status |

Clarus 580
Ready
ACE: Mo Data
I/F: Heady
CMDO: Mane
5C: Ready

Instrument

Method

‘ Graphic Edit u-_l
1>

eI IET:
Fur ifarfer

Sequence

Report Format

W ey

Details

Instruments

Clarus 580

Wiew
Reprocess Eigﬁ ay
I RN Fieal-Time Flot

= 17

Review:

Batch Surnmary Chromatograms Specira

Create ar modify methods, defining instrument conditions andfor data handling parameters ||User: manager iInst: Clarus 580

Puc. 9. Oxno nporpammsr Total Chrom Navigator

Cravasia HeoOXoauMO co3aath (aitn meroaa padboTel. HaxkmuTe Ha KHOIKY
Method. Co3naiiTe HOBBIN METOJ WM BHIOEPUTE OJMH U3 CYIIECTBYIOLIUX U 3aJaiTe
BCE TapaMeTphl SKCIIEPUMEHTA: TapaMeTpbl KOJOHKH, TEMIIepaTypbl HCHApUTEs,
JIETEKTOpa U KOJIOHKU, PacXxo]l BOJOPOJA, BO3AyXa W raza-HOCUTENs, KOdDPUImeHT
JICNICHUsT TOTOKAa, TIPEeAeNl UYyBCTBHUTEIBHOCTH JIETEKTOpa, a Takke TpH
HE00XOIUMOCTH TPOrPaMMHUPYEMBbIE COOBITHSI 1 HEKOTOPHIE IPYTHE OMITUH.

Benmuunna temmepaTypbl HCHApuUTeNss U KOJOHKUA 3aJaeTCs, WCXOAS U3
BEJIMUMHBI TEMIIEPATYPhl KUTICHUSI HanOO0JIee BHICOKOKHUITAIIETO KOMIIOHEHTa MPOOHI,

a TakKe TeMIlepaTypbl Hayaja pas3jIoKEHUs BEIIECTB, COCTABILIIOIIMX MPoOy.
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KpurepuemM  mpaBuinbHOTO  BbIOOpa  TeMIepaTypbl  KOJOHKH  SIBJISETCS
YAOBJIETBOPUTENBHOE KaUY€CTBO pa3/ICNICHUs MUKOB XPOMATOrpaMMBbl, KOTOopas Oyler
MoJiyueHa B TMOCIEAYIOIIEM »JKclepuMeHTe. Eciu NUKH HMHTEpecyrolux Bac
KOMIIOHEHTOB PAa3JeNsIlOTCA IJI0OXO WM HE Pa3AeNstoTcsl, HEOOXOAMMO IMOHU3HTH
TeMrneparypy KojoHku. Eciau Bpemsi aHanu3a WM YIIMPEHHUE IHUKOB CIUIIKOM
BEJIMKO, HEOOXOAMMO TMOBBICUTH 3Ty TemrepaTypy. [loBbllieHHe TemMmIepaTypsl
ucnapurtenst TpeOyeTcs, eciau nepeaHuil (GpoHT NMUKA aHAIM3UPYEMOro KOMIOHEHTa
3aMeTHO Oosbiue 3anHero. OObYHO Temrieparypa ucmnaputens Ha 50-80 rpamycos
BBIIIE TEMIIEPATypbl KOJIOHKH. Takke MOXXHO 3aJaTh PEXKHUM C TEpPeMEHHOU
MPOrpaMMHUPYEMOIl  TEeMIEpaTypoil KOJOHKH. OTO HEOOXOAMMO, €CIH CMECh
COJICP)KUT KaK HHU3KO—, TaK U BBICOKOKHUIAIINE KOMIIOHEHThl. Bpems ananmza
JOJHKHO OBITH OOJIBIIIE BPEMEHH BBIXO/A MOCIETHETO U3 KOMIIOHEHTOB.

Ha panHoli Mogenmu xpomaTtorpada MOXKHO TakKe BMECTO peXHUMA
MOCTOSIHHOTO TOTOKa BBIOpPAaTh PEXHUM IOCTOSIHHOTO JaBJICHUS ra3a-HOCHUTENs Ha
BXOJI¢ KOJIOHKH, JHOO 3amporpaMMHpOBAaTh H3MEHEHHE CKOPOCTH TOTOKAa WM
JaBJICHUS Tra3a-HOCUTENs B XoJAe OJKcrepuMmeHTta. llpenen 4yBCTBUTENBHOCTH
JETeKTOpa BBIOMpAETCsl TaK, YTOObI MUKW HMHTEPECYIOIIMX HAc KOMIIOHEHTOB HE
3allIKaJIMBAIA U HE OBLIN CIIUIIIKOM MaJICHBKUMU.

3areM HaXMHUTE Ha KHONKY Setup. B mosiBUBIIEMCs OKHE BBIOEpUTE OILIUIO
Method, BeiOepuTe aitn ¢ METOJOM U yKaXuTe padouylo Mamky, a TakkKe Hadajlo
uMeH pabounx ¢aiino (Base file name). Haxxmure OK, mocne yero manHeie MeToja
OynyT mepeqanbl Ha XxpoMarorpad.

Ha ceHcopHoM nskpane xpomartorpada mnepeiiaute Ha Bkiaaky A-FID u
HaXMUTE KHOIIKY “3akeup’ .

[Tocne Toro, kak xpomarorpad OyaeT rotroB (uHaukamuss Ready B okHe
IpOrpaMMbl U Ha HKpaHe), HAKMUTE Ha CEHCOPHOM 3KpaHe KHONKy CtapT u ObICTpO
BBeaUTEe TPoOy B Xpomartorpad Tak, 4ToOBl MOMEHT BBOJIa MPOOBI COBHAAAN C
OKOHYaHHEM OOpPaTHOTO OTCYETA U 3BYKOBBIM CUTHAJIOM.

BBoxa xunkoit mpoObl B kKojmdecTtBe 1-10 MKII OCYIIECTBISIOT C IOMOIIBIO

Mukpounpuia, puc. 10. Ilpu BBome mmpui AepkaT B NpaBOd pyKe, a JIEBOU
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MPUACPKUBAIOT €0 UTITY 33 CEpeUHY, YTOObI OHA HE MOTHYJIACh MPHU MPOKaIbIBAHUU

MeMOpaHbl ucrapurens (puc. 4).

Puc. 10. Mukpourmpuiy

XpomarorpamMmma aBTOMAaTHUECKHM 3allMChIBaeTcs Ha KommbloTepe. Ee Bua
MOXHO TIpocMaTpuBaTh B Tporecce 3amucu (kHomka Real-Time Plot). Ilocne
OKOHYAaHMS 3allMCU MOKHO MPOCMOTPETh XpOMaTOrpaMMy, Ha’kaB Ha KHONKY Results.
B nuamoroBom okHe BeIOepuTe (hailsl ¢ Hy)KHOU XpoMatorpammMoi. UToObl MOJIyYUTh
JaHHbIE O MAaKCUMyMax IHMKOB, WX IUIOIIAISX U BBICOTaX, BHIOEPUTE IMYHKT MEHIO
Display — Peak Report unu File — Print Preview Report. [Ipu HeobxonumocTu
yKa3aTh TpaHUIBI NMMKOB MOKHO BpPY4YHYIO, BBIOpaB B MeHIO Process —> Manual

Integration.

2. ITopsizok padoThI ¢ ra3oBbIM Xxpomatorpagpom Xpomarik Kpucrasa
2000 ¢ ucrosib30BaHNEM KBAPLEBOil KANMJIAPHOI XpOoMaTorpapuyeckoi

KOJ/JIOHKH H INITAMCHHO-UOHMU3AIIMOHHOI'0 A€TEKTOPA.

Puc. 11. I'azoBs1it xpomartorpad Xpomatsk Kpucramn 2000
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OTkpoliTe KpaH UCTOYHMKA rasza-Hocutens. Bxirounte Xxpomarorpad,
TeHEPATOP BOJXOPOAA M KOMIPECCOP BO3AYyXa, KOMIIBIOTED M 3aIllyCTUTE IaHENb
yIpaBJieHUs] TporpaMmbl XpoMaTsk AHAIUTHUK. MHOTME HACTPOMKU yXKe 3a/laHbl, U
U3MEHATh MX HE HYXHO. I 3amaHus Temmeparypsl HCHApUTENs, NETEKTOpa U
KOJIOHKH, a TaKXXe pacxoja BOAOPOJA, BO3AyXa M ra3a-HOCHUTENIs B MEHIO Pexum
BbIOepuTe KoMaHay Xpomarorpad. Jlns raza-HocuTesns 3aJaroTcs [Ba Iapamerpa
«T'a3 1» u «['a3 2» - npexacraBisomKe cOOOH BEIMYMHBI CKOPOCTU €ro MOTOKa Ha
BXO/I€ B KallWJUIAPHYIO KOJIOHKY U B JieNUTeNe MOTOKa (cOpoc mpoOsl, cM. puc. 4).

Ecnu xpomartorpad He BKIIIOYAIM JJIUTEIBHOE BPEMsI, MOXKET IMOTPEOOBATHCS

HaCTPOﬁKa PCXKHMa IIOMXKNUI'a B COOTBCTCTBYIOIIICM OKHC.

B J0NYCK . NUT-H

== MOAroT

CTAPT
= roTOB e
= AHANNG
OO0 OO0
100 000

Puc. 12. ITanens xoHTpoepa xpomarorpada «Kpucramt 2000»

Xpomarorpad TOTOB K MPOBEICHUIO aHAlM3a, KOTJAa 3a)KUTACTCS CHUTHAM
«'OTOB» Ha maHenu BCTPOGHHOrO KOHTposuiepa, puc. 9. C mnoMouIbo
MUKPOIITIPHIIA BBOAAT MPOOY B UCTAPUTENb. MUKPOIIIPHI] yAATSIIOT U3 UCTIAPUTEIS
yepe3 0.5 cex mocie TOro, Kak BBeAEHA Mpoda, M cpa3y K€ HAKUMAIOT KHOMKY

«CTAPT)» Ha nmaHenu KOHTpOJUIEpA WIM 3allyCKaIOT CEaHC W3 MaHEIu YIPaBIICHUS.
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XpomaTtorpamMma aBTOMATHMUECKH 3aluChiBaeTCs Ha Kommbiorepe. Heobxomumo
3a0JIHUTH €€ NACIOPT NEPE BBIXOJOM U3 CEaHCa IPOTrPaMMBl.

Urob6sl 00paboTaTh XpomMaTorpamMmy, BeiOepute komanay «MHTerpupoBaHue»
B MeHI0 «OO0paboTka» u HaxmuTe KHONKYy «OK». Ecnum kadectBo 00pabOTKH
XpOMaTrorpaMMbl Bac HE YCTPAaWBAaeT, IIOBTOPUTE OTy ONEpalUilo, H3MEHHB
nmapamMeTppl HMHTETPUPOBAHUS B  MPEMIOKEHHOM MEHIO. YTOOBl TOJYyYHTH
KOJIMYECTBEHHBIE XAPAKTEPUCTUKU XpomaTorpaMmbl, B MeHIO «KoinuecTBeHHBII
pacuer» pazzaena «O0paboTka» BbIOEpUTE MOIXOASIINN BapUaHT U HAKMUTE KHOIKY
«OK». PesynpraTom OyaeT Tabiuiia co 3HaYCHUSIMUA BPEMEH BbIXO/a KOMIIOHEHTOB —

MAaKCHMMYMOB IIMKOB, UX HHOHI&HCﬁ " BBICOT.

3. Iopsinok padoThI € ra30BbIM XpoMarorpadom AxxuiaeHt 7820A

[lepen Hauamom paboOThl HEOOXOUMO BKIIIOUUTH F'€HEPATOP a30Ta, BOJOPOAA U
KoMIIpeccop Bo3ayxa. Eciu xpomaTtorpad He BKIIIOUAIH ATUTENBHOE BPEMS, BHIXO/A
reHepaTopa a3oTa Ha pabouuil PeKUM MOXKET COCTaBJIATh HECKOJIbKO yacoB. Ilocre
MOSIBJICHUSI Ha TMaHeIW TeHepaTopa a30Ta WHIUKAIMK «paboTay BKIIOYHUTH

xpomatorpad, KOMIObIOTEDP U 3aIIyCTUTE MAHENb YIPaBIECHUS MPOTpaMMbl ADKUIICHT.

Actual Setpoint

mE e

Not Ready Run

=3 =

Puc. 13. ITanens koHTpOIIIEpa Xpomarorpada «AaxkuaeHT 7820A»

Xpomatorpad TOTOB K MPOBEJACHHUIO aHAIW3a, KOTJa MOTAaCHET OpaHXKEBBIN
curtan «Not Ready» 3aropurcs 3enénsiii curnan «Runy» Ha manenu xpomarorpada,

puc. 13.
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Xpomatorpad TMo3BOJII€T BBOAUTH MPOOBI B PYYHOM U aBTOMATHUYECKOM
pexume. BBon nmpo® B pyyHOM pEXHMME OCYUIECTBISETCS aHAJOTUYHBIM 00pa3oM,
kak u B xpomartorpada «Kpucrtamn 2000». Ilocie BemeHus mnpoObl Ha TaHEIH
HaXUMAIOT KHOMKY «Starty, puc. 13. XpomarorpaMma aBTOMaTUYECKH 3aMKHCHIBACT
CHUTHAJI, MOJIyYCHHBIN OT I€TEKTOpA.

PaGora B aBTOMaTHYECKOM pEXHME MOXET TMPOBOJUTHCS B PEKUME
OJIMHOYHOTO 00pa3la ¢ MOBTOPEHHEM aHAIM30B Yepe3 YCTaHOBJIEHHOE Bpems. [l
3TOro HeoOXoaumo BbIOpaTh pasnen «Control» u HaxkaTh KHONKY «Single Runy.
ITocne sToro, B nosiBuBIIeMcs: okHe (Puc. 14), Heo0X01uMO 3anoJIHUTH HH)OPMALIUIO
0 Ha3BaHMM oO0pasiia, BHIOpaTh METOJ aHaIM3a, yKazaTh WHGOpPMALUIO O YHCIIE

MOBTOPEHUM U MO3UIMIO BUAJIBI B YCTPOHCTBE aBTOMATUYECKOTO BBOJIa OOPA3IIOB.

Single Run ||
Fiun information [ Calibrate _
_tart

Sample 10: |furan pure] ﬂ 1

M ethod: |E:'~.Enterprise\F’roiects'\Methud\.progestemneZm = L] Cancel

[rata file; |ID ﬂ B Help

Riesult path: |I::\E nterprizebProjectsbResult C L

r
Result name: |pru:ugexteru:-ne_analys ﬂ
r

Murnber of reps: 1

Method Report

[~ Save as FDF

[ | E
Amount values

Sample Amk: 1] ISTD Amt: 1

Multipliers: | 1 | 1 | 1 | 1 | 1 Begit run

Dilutors: | 3 | 1 | 1 | 1 | 1 ||mrnediate|y 0
Autozampler

Wial: 2Mm

|njection volume: |Use method j

Dezcrption...

Puc. 14 OkHo yrnipaBiieHHs B peKUME OJUHOYHOTO oOpasIia.

Cnenyer yuecTb, 4YTO COIVIACHO MPOrPAMMHOMY OOECHEUYEHHIO, TepBas
MO3UIMS B YCTPOMCTBE aBTOMATUYECKOTO BBOJA 00pa3ioB OyAeT COOTBETCTBOBATH
Homepy 201 B oroOpaxaromeMcs okHe. J[Ji1 Hayana SKCIepUMEHTa HEeOOXOAMMO

KHOIIKY «Start». [Tocne 310 aHanu3 obpasiia OyAeT UJITH B aBTOMAaTUYECKOM PEXKHUME.
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B cinyuae HeoOXxomumocTH aHanmu3a OONBIIOrO YHCIa Mpo0 HE0OX0IuMO
BOCITOJIB30BaThCA PEKMMOM TOCJIEAOBATENIbHOCTH - «Sequence». [ns 3Toro
HeoOxomumo B pasmene  HaBuramus — «Navigation» ~ HakaTh  KHOIIKY
[TocnenoBarenbHOCTh («Sequence») U B TOSBUBIIEMCS pa3lielie HaXaTh KHOIKY
penaktupoBath («Edit»). [locne sto B orkpeiBmieMcs okHe (Puc. 15) 3amoaHuTH
Ta0WIly C Ha3BaHHEM BCEX O00pa3loB (BHAI), YUCIOM MpoO, OTOMpAEMBIX W3
KaxJ10ro o0Opasiia, MO3UILKI0 BUAI B YCTPOMCTBE aBTOMAaTHYECKOTO BBOJA 0Opas3IloOB,

M€TOHONIaHaHHSaIIHBSBaHHCNIO6p33HOB.

|
Status Fun Type Custom Paramelers | Reps [ Vial | Volume | Sample ID Method Filename Sample ¢
212|Use Metho ¥ |1 ambicside 5 met[s] 100+200.datl o]
213|Use Method |1 ambroside 5.met 100+150 dat
214|Use Method |1 ambroyids 5 met 100+125 dat
15| Use Method |1 ambroside 5met 100+100 dat
216|Use Method |1 ambroyids 5met 100+250 dat

Summany Aun
2 Summary Flun g Oln/s
3 Summary Aun Oln/a Unconfioued
4 Summary Fun g Olns Unconfigued
5 Summary Aun Olna Unconfioued

wlwwlwlw

o »

Puc. 15 Tabnuna ¢ uadopmaiimeit 00 aHaIU3UPYEMBbIX MPOOaX B peKUME

IIoCacaoBaTCIbHOCTD.

JUis W3MEHEHHs METOJla U3MEpPEHMs] HEOOXOJMMO HANpOTUB Ha3BaHUS MeEToAa
HaXKaTh Ha 3€JCHBIA KBaJpaT W B MOABHUBIIEMCS OKHE BhIOpaTh HOBBIM MeTon. [lpu
HEO0OXOJIMMOCTH TPOIIeaypa MOXKET OBITh IMOBTOPEHA IS APYrux oopasuos. Ilocie
TOr0, KaK TaOyula 3amoJIHeHa, HEOOXOOUMO 3allyCTUTh u3MepeHue. s 3Toro B
pazneine «Control» Haxkath kHOIIKY «Sequence Runy». B nosiBuBmemcst okue (puc. 16)
3allOJIHATh MH(OPMAIIMIO O HA3BAaHUM IOCIIEIOBATEIIbBHOCTH U UMEHU (Qailia, Kyaa

OyIyT 3alrcaHbl pe3yJIbTaThl U3MEPEHUH.
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. Sequence Run &J

Sequence information

. . - Start
Sequence name: |I:: YE nterpriseProjectshS equencehambroxide 5.seq Ch
Result path; C:AE nterprize’\Projectz Besult Ch Ll
Fezult name: |prngesternne_n:alil:n3 ﬂ Help
Run range b ode
+ Al Tower; |N.-’.-‘-“-. J
(2 Processing maode: | Marmal J
" Range | Bracketing: |Sequence j
Report [=]
Save az PDF &
[ Method W Sequence ~
[ ]
Begin run

|Immediate|y @

Puc. 16 OkHo ynpaBieHHs B peKUME MOCIE€I0BATEIbHOCTD.

Jliisa 3amycka m3MepeHuil HeoOXoIuMo HaxaTth KHOTKY «Starty. Ilocie atoro
HAYHETCS DKCIIEPUMEHT B aBTOMAaTHYECKOM PEXHMME, KOTOPBIM MOXHO IMpepBaTh B
11000€ BpeMsi HasKaTueM KHOMKH «Stop» Ha MmaHenu ObICTPOTo JIOCTYyIA.

Yrobbl 00paboTaTh XpomaTorpamMmmy, BbliOepuTe KomaHay «MHTerpupoBaHue» B
MEHIO OBICTpOro aoctyna u HaxmuTe kHONKy «OK». Ecnm kadectBo 00paboTku
XpoMaTorpaMMbl Bac HE YyCTpauBaeT, IOBTOPUTE OTYy OIEpaluio, HW3MEHUB
napaMeTpbl MHTCTPUPOBAHUS B  MPEMIOKEHHOM MEHI0. UTOOBI  MOJYyYHTH
KOJIMYECTBEHHBIE XapaKTEPUCTHUKU XpOMATOrpaMMbl, B MeHIO «Navigation» Hy>KHO
BbIOpaTh oT4eT («Reports»). Pesynbratrom OyaeT Tabnuiia co 3HAYCHUSIMH BPEMEH

YACPKUBAHHUA KOMIIOHCHTOB, UX HHOHI&I[CIZ U BBICOT.
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Pa6ora 1 OnpenesieHne MEPTBOr0 BpeMEHHU YAEePKUBAHUS

Hcnonb3ys 1aHHBIE O MapamMeTpax KOJOHKH M METOJIa, PAaCCUMTANTE 3HAYCHUE
MEPTBOT'O BPEMEHH C ITOMOILBIO Fa30BOI0 KaJbKYJSATOpPA. 3aTEM HU3MEPHTE MEPTBOE
BpEMSl JKCIEPUMEHTAJIbHO, BBEAs B XpoMarorpad ¢ MOMOIIbI0 MHUKPOIIPHIIA

razoo0Opa3Hbiii MeTaH. CpaBHUTE MOJyYEHHbIE 3HAUCHUS.

Pab6ora 2 Onpenesienue 00beMa yaep:KUBaHMS, MCIIPABJIEHHOT0 00beMa
yAepPKUBAHUS, KOHCTAHTBI Me:K(a3HOTro pacinpeeieHus1 U NpeaebHOro

KO3 GHUUHMEHTA AKTUBHOCTH B HENOABHKHOM ase

Beenure B xpomarorpad kakoe-nuOO JieTyuee HHIMBUIYATbHOE KUAKOE
BEILIECTBO, U3MEPBTE €r0 BpEMs YIEPKUBAHUA U, UCIOJIb3Ys JAaHHBIE O IapaMeTpax
KOJIOHKM W METOZa, ONpEAENUTe 3HAUeHUs 00beMa yIep>KUBaHUS, UCIPABICHHOTO
o0bemMa yAep>KUBaHUS, KOHCTAHThl MeX(pa3HOTO paclpeneseHus U MpeneabHOro

ko3 dulrieHTa aKTUBHOCTH B HEMOABUKHOM (haze.

Pa6oTa 3 OnpeneeHne Ka4eCTBEHHOT0 U KOJIMY€CTBEHHOTO COCTaBa OBITOBOIO

pacTBOpHTEIS

Puc. 13. BertoBoli pactBoputeins 646
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PactBoputens 646, Puc. 13, mosb3yercss MUPOKOW MNOMYJIApHOCTHIO. OH
OpUMEHSIETCS NJisi pa30aBIeHHUs] KpPACOK, BBIBEJNEHUS TSTEH M APYruX Iejei.
PactBoputens 646 CONEpKUT KOMIIOHEHTBI C Pa3IMYHON MOJSPHOCTHIO: TOIYOI,
ATaHOJI WJIM M30MPONAHOJ, OyTaHOJ, ATHIIIEIJIO30JIbB, AalleTOH W OYyTWUJ- WIH
amuJaneTar.

MertonoMm xpomaTorpau4yecKkoro aHajln3a YCTAHOBUTE KA4YECTBEHHBIN U
KOJINYECTBEHHBIN COCTAB PaCTBOPUTEINS 646.

J{nst 3TOrO CHavana 3anuiInuTe XpOMaTOrpaMMbl TOUHO U3MEPEHHBIX KOJIHMYECTB
YUCTBIX KOMIIOHEHTOB pactBoputens. IIpousBenute wuaeHTU(UKAIMIO TUKOB Ha
XpoOMaTorpaMMe pacTBOPUTENIE HAa OCHOBE 3HAYEHUN BpeMmeH ynepkuBaHusa. [lo
COOTHOILICHUIO IUIOIIAJMd MHUKAa M KOJIMYECTBA BBEIACHHOIO YHCTOIO BEIIECTBA
ONpeNeINTe YyBCTBUTEIBHOCTh ACTEKTOpa IO KaXKIOMY KOMIOHEHTY. Mcmoinb3ys
MOJYYECHHbIE 3HAYEHUS YYBCTBUTEIBHOCTU JETEKTOpA, OMPEACIIUTE COJEepKaHUE

KaXX10T0 KOMIIOHCHTA B paCTBOPHUTCIIC.
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Cratnyeckuii napoga3nplii raoxpomarorpaguyecknii aHaJIU3

B napodazHom razoxpomarorpaduueckom aHaiIu3e ONpeesieTcsi COCTaB mapa
HaJ| 00pa3oM. ITOT METO/T MO3BOJIIET MCCIICOBATH CBOMCTBA TBEPABIX MU KUIAKUX
00pa3iioB, KOTOPhIE HEBO3MOXHO BBECTHU B HCIAPUTENbL XpoMaTorpada mo Tem Wiu
WHBIM MPUYHUHAM, TyTEM aHAJIM3a UX Mapa, a TAKXKE U3ydaTh paBHOBECHUSI )KUIKOCTh —
nap. B cratnueckom BapuaHTe mapodazHOro MeToja aHalIu3upyercs mnpoba mapa,
KOTOpPbI ObUT TpeNBapUTENIbHO YpPaBHOBEIIEH C KOHACHCHUPOBAHHOM (a3oi B
3aMKHYTOM IPOCTPAHCTBE. B JWHaMHYECKOM BapUaHTE aHAW3 MPOBOJUTCS IS
rnapa, KOTOpPbIA MOJIy4€H MPOAYBKOM Ta3a 4yepe3 U3y4dyaeMbld TBEPIbIA WM KUIKUU
oOpaszell, HEeMoCPEeJCTBEHHO B Xojie 3Tod mnpoayBku. Crathueckuil mnapoda3Hblil
aHajlu3 HUMEET MPEUMYIIECTBO MEpe] TUHAMHUYECKUM [0 MPOCTOTE MPUMEHSEMBIX
anmapaTHbIX pEIIeHUH U  (PU3UKO-XMMUYECKOM HWHTEPHpPETAlMH TMOJYyYEeHHBIX
pe3yibpTaToB. HemoctaTkom CTaTWYeCcKOro METO/Aa SBIAETCS €ro Oojiee HHU3Kas
YyBCTBUTENBHOCTh MO CPABHEHUIO C JUHAMHUYECKUM BapUaHTOM.

CymiecTByeT HECKOJbKO BapUAHTOB CTAaTHYECKOTO Mapo(a3zHOro aHalu3a,
KOTOPBIE Pa3IMUYaIOTCs CocoboM oTOOpa MpoOkI mapa U3 3aMKHYTOW HCCIIETyeMOi
cucteMbl. OIMH U3 TAaKKX BAPUAHTOB PEATU3YETCS B YCTPOUCTBE, N300paKEHHOM Ha
puc. 14. YctpoiictBo paboTaeT Ha OCHOBE MPHUHIIUAINA DJICKTPOITHEBMATUYECKOTO
JIO3UPOBAHMS 3a CUET OCTAHOBKM HAa KOPOTKOE BpEMs MOJlaud Ta3a-HOCUTENS Ha
BXOJl XpomaTorpauueckoi KOJOHKH W ACJMTENs MOTOKAa. YTpaBJIeHUE Mojauei
reJiMsl OCYILIECTBIISIETCS KOMITBIOTEPOM MPU TOMOIIM 3JIEKTPOIMHEBMATUYECKOTO
KjanaHa. Bce IuHUM Ha MyTH TpoOBI Mapa copbata OT CTEKJISHHOM ammyJibl ¢
M3y4YaeMOM CHUCTEMOW IO KalWUIAPHOW KOJIOHKH, BKJIKOYAs MOJYK WIJy BBOJA,
HarpeBatoTcsa a0 Ttemnepatypbl 100°C wu Beimie. Takoli HarpeB HUCKIIOYAET
HCKaKEHHE PE3yJIbTaTOB aHalin3a, 0OyCJIOBIEHHOE COpOIMEN MapoB MajoJeTydnux
BEIIIECTB HAa BHYTPEHHUX 4YACTAX JO3UPYIOMIETro ycTpoucTBa. [lmst Toro 4ToObI
MOXHO OBLIO BBECTH B XpOMaTorpadUyuecKyr0 KOJIOHKY JOCTATOYHO OOJBIIYIO
npoOy mapa 3a KOPOTKOE BpeMs, B amilylie ¢ 00pa3loM co3aaercs H30bITOUHOE

JaBJIeHUE Ta3a-HocHuTelNs, 00buHO 2.4 at™. [Ipu Bpemenu mpo3upoBanus He Ooiee 1-
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2 ¢ obbem otOMpaeMoil MpoOBI Mapa TOCTS COCTABISET Malyl0 4acTh OT OOIIETO

o0bema mapoBoit (aszbl B HCCIIEAYEMON CUCTEME.

SIEKTPOITHEBMA THYECKHIA
KJIATIAH
\ 2

T'A3-HOCHUTEJTb

1 e— h (He)

JIEJTUTEJb
g i = TTOTOKA TUIAMEHHO-
CEPOC MOHU3ATTMOHHBIIA
JIETEKTOP

KATIMJIJISIPHASI
KOJIOHKA

TBEPIbII

OBPA3E
L _oprAsen -,

TEPMOCTAT

Puc. 14. IlpunnunuaneHas cxema xpomaTtorpada ¢ ycTpoiicTBoM
CTaTHUYECKOTo napoga3zHoro aHanuza: | — HarpeBaemasi JIMHUS IIEpeHoca MpoObl OT
7103aTOpa K KOJIOHKE, 2 — HarpeBaemasi oJjiasi urijia 103aTopa, 3 — CTEeKJISTHHBIN
KOHTEMHEp AJIs1 XKUIKOro copOaTa, UCIOJIb3YEMBIH ITPU U3YyUEHUH COPOLIMOHHBIX

pPaBHOBECUU

IHoaroroBka o0pa3uoB
HaBecku TBepapix o00pa3loB WM 3aaHHble OOBEMBI HCCIEAYEMBIX
KUJKOCTEH, TOMEIICHHbIE B CTEKJIIHHbIE aMIYJIbl, TEPMETUYHO 3aleyaThIBAIOT C
MOMOIIBIO CMEHAIBHOIO0 O00KUMHOIO YCTPOMCTBA. 3aTeM aMilyjibl MOMEMIAIOT B
Oapaban. IIpu pabote ¢ mapocdasznoit mpucraBkoit TurboMatrix k xpomarorpady
PerkinElmer Clarus 580 Ha ceHCOpHOM »J3KpaHe IMPUCTaBKU 3a7al0TCs BCE

napaMeTpbl SKCIIEPUMEHTA: TeMIleparypa ey, UIJbl U JIMHUU MepeHoca Mpoosl,
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BpEMEHA TEPMOCTATUPOBAHHUS, HATHETAHUS U 0TOOpa MPOObI, YUCIO OTOOPOB MPOOKI
U3 KOKI0M aMITyJibl, JaBjeHUE raza-Hocutens u apyrue. [lepen HauanoMm anaimsa
HEO0OXOAMMO 3a7aTh METOJ Ui XpoMaTorpada M J0KIAATHCS €ro BBIXOJa B PEKUM
TOTOBHOCTH. [IJ1s1 yCTaHOBJIEHMSI paBHOBECUS MEXKIY MapoM M PacTBOPOM OOBIUHO
noctatroyHo 10 mMuHYT TepmocTatupoBanus. [[ns copOruu Ha TBEpABIX oOpasiax
9TO BpEeMs HAMHOTO OOJIbIlle, HAa CKOPOCTh YCTAHOBKM PABHOBECHS BIIHSIET
JIETY4Y€eCTh ONpeaesieMbIX KOMIIOHEHTOB, BEJINYMHA HABECKU COPOEHTA, CTENEHb €ro
M3MEJIbUCHUS, HACBITHAS IUIOTHOCTh U BUJ cOpOIMu. PaBHOBecHe ycTaHaBIMBAETCS
ObICTpee MpU COpOIMU Ha TpaHulle pazziena ¢a3 u MeIjeHHee MpU 0O0pa3oBaHUU
KJIATPaTOB WJIM HAOYXaHUU MOJIMMEPOB B MPOIIECCE COPOLIHH.

B Tex cmydasx, korga HeOOXOAMMO OMPEACTUTh MPEAeTbHbIN KOAhOUITHECHT
AKTUBHOCTH JIETYYEro BEILECTBA, €r0 JO3UPYIOT B HY’KHOM KOJIMYECTBE C ITOMOIIBIO
MUKPOIITPHIIA, OMyCTUB KOHUYMK WIIBI HETOCPEJACTBEHHO B pacTBopuTenb. [lpu
OTIpEICIICHUH MapaMeTPOB COPOITUHU JIETyUYUX COCAMHEHUN TBEPJBIMHU BEIIECTBAMHU
O0epyT 10-15 oauMHAaKOBBIX HABECOK TBEPJOTrO COpPOCHTA B CTEKJISHHBIX aMmITyJiax.
3aTeM B KaXIyI0 aMITyJly TIOMEIIA0T OTKPHIThIE CTEKIISTHHBIE KOHTEHHEPHI, puc. 14,

KyJa I03UPYIOT pa3Hble KOJIUYECTBA KUIKOTO copOaTa ¢ MOMOIILI0 MUKPOLIIPHUIIA.

Omnpenenenue KO3PPUIUEHTOB AKTUBHOCTH

YrobObl omnpeaenuTs KOIPGUIUEHT aKTUBHOCTH PACTBOPEHHOIO BEIECTBA
HE00XO0IMMO MPOBECTU Mapoda3Hblid aHAIM3 COOTBETCTBYIOIIETO PACTBOPA, & TAKXKe
PacTBOPEHHOTO BEIIECTBA B YHCTOM BHJIE.

Ecnu cymMmapHoOe 1aBiieHHME Mapa BCeX KOMIIOHEHTOB pacTBopa meHblie 30-40
klla (0.3-0.4 artm), TO HeWJEaTbHOCTHIO MapoBOM (a3bl B CHUCTEME MOXKHO
npenebpeub. B aTom ciyuyae miomanp nuka S KOMIIOHEHTa Ha XpoMarorpamme
OyJeT mponoplHOHaibHA NaplHaIbHOMY JABJICHHUIO Mapa P 3TOro KOMIIOHEHTA B
cucteMe. COOTBETCTBEHHO, TEPMOJMHAMHYECKAs AaKTUBHOCTh KOMIIOHEHTa B

CHCTEME MOJKET OBITh BBEIYHCIICHA 1O YPaBHCHUIO:

a=

_S
S,’

v~



rae Sy — IUlom@Ab MHKAa Ha XpomaTorpamMme mpoObl MMapa HaJ YUCThIM
KOMIIOHEHTOM.

Jlnst pacdyera koddduimeHTa aKTUBHOCTH § PACTBOPEHHOTO BEIECTBA
HEOOXOJMMO 3HATh €ro KOHIEHTPALMIO B pacTBOpe X, BHIPAKEHHYIO B MOJIbHBIX
JOJIsIX. DTa BEJIMYMHA BBIUMCIAETCS HA OCHOBE [JAHHBIX O YHCIE MOJen
pPacTBOPEHHOTO BEILIECTBA #1; U PACTBOPUTEIIS /12 B CUCTEME, 00beMa MmapoBoi (asbl B
cucreme V, Ttemmeparypel 1, HU3MEPAEMOW BEIUYMHBI TEPMOIUHAMHUYECKOU
AKTUBHOCTH PACTBOPSIEMOTO COeAMHEHUS a = P/Pj, N ero naBjieHus HACHIIIIEHHOTO

napa Py:

aRV
n—
X = RT
n, +n,

Bennunna ko3¢ duiirenTa akTHBHOCTHU Y PACCUMUTHIBACTCA 110 YPABHEHHIO:

P S
7:—:—
PX S,X
st MalioneTyyux pacTBOPEHHBIX BEHIECTB C HEOOJIBIIMMHU 3HAYEHUSIMU Y
BenmuunHa aPoV/RT wmana, U WX KOHIEHTpalMs B pPacTBOpe IPUMEPHO paBHA
BEJIMYMHE, PACCUMTAHHOW IO JAHHBIM O KOJIMYECTBE KOMIIOHEHTOB B CHUCTEME,

X= I’l[/(l’l[‘H’lg).

Pab6ora 4 Onpenenenne Ko3pPUIUEHTOB AKTUBHOCTH 3TAHOJIA B BOJI€

Onpenenure 3HaYeHUs KOAPQPUIMEHTOB AaKTUBHOCTHM 3TaHONA B BOJAE B
npeneabHo pa30aBIeHHOM PAacTBOPE U PacTBOPE C MOJIbHOM noset stanona 0,163 B
nuarnasoHe temmepatyp 25 — 60 °C ¢ marom 5 °C. OneHHTE SHTAIBIIUIO PACTBOPCHHUS
ATaHOJIa B BOJIE MpH MpeaeiabHOM pa3z0aBieHnu. CpaBHUTE MOJYyUYEHHbBIE PE3YJIbTAThI

C JIMTCPATYPHBIMU JAHHBIMU.
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Pab6ora 5 Onpenesenune npeaejibHOro KO3GpGpuuneHTa aKTUBHOCTH 3TAHOJIA B
OeH3zoJie

(na xpomamoepage PerkinElmer Clarus 580)

Onpenenute npeaeabHbId KO3(DPUIIMEHT aKTUBHOCTU 3TaHosia B OeHzone. C

ATOM I11eJIbI0 MMPUTOTOBLTE PACTBOP ATaHOa B OeH30Je ¢ KoHleHTparuei X=0.002.

Iloocomoska 0bpasyos u nposedenue usmeperuil

Hagecku TBeppix 00pa3ioB WK 3aJaHHBIC 00bEMBI UCCIETYEMbIX JKUJIKOCTEH,
MOMEIIAIOTCA B aMITyJibl 00beMOM 22 MJI, TEPMETHYHO 3aKPHIBAIOT C IMOMOIIBIO
(TOPOMIACTOBBIX M CHUJIMKOHOBBIX IMPOKIAIOK. 3aTeM 0Opa3ibl BCTPSXUBAIOTCS H
nepemeniatoTcs B 6apadban aBrocamruiepa xpomarorpada PerkinElmer Clarus 580. C
MOMOIIBI0 CEHCOPHOW TMaHeNu WPHUCTaBKH Tapoda3HOTO aHaim3a 3aJaloTcs
TpebyeMbie mapameTpbl orOopa mpob. HeoOxommmoe Bpemsi Te€pMOCTATUPOBAHUS
aMITyJIbl B MPUCTABKE TMepe; OTOOPOM MPOOBI IS KUAKUX PACTBOPOB 3aBUCUT OT
JETy4eCTH KOMIIOHEHTOB, CKOPOCTH pPacTBOPCHHS, PA3HOCTH 3aJIaHHOH |
KOMHAaTHOW TemmepaTyp. Jlis TBepasix 00pasloB Ha CKOPOCTh YCTaHOBKH
paBHOBECHsI BIUSET JICTY4ECTh OIMpENesieMbIX KOMIIOHEHTOB, BETMYMHA HABECKU
copOeHTa, CTEMEeHb €ro MW3MEJIbUEHHWs, HACBITHAs IJIOTHOCTh M BHJ COPOIUH.
PaBHOBecue ycranaBiuBaeTcsi ObICTpee Mpu copOIMM Ha TpaHUIEe pazaena (a3 u
MeJUICHHEe MpU 00pa30BaHWM KJIATPaTOB MM HAaOyXaHWUW TIOJUMEPOB B IPOIECCE
copOuH.

B Tex cmywasx, xorga HEOOXOAMMO OMPEAEIUTh MpEeAeTbHBIA KOIPHUIIMEHT
AKTUBHOCTH JICTYYETO BEIIECTBA, €T0 JO3UPYIOT B HY)KHOM KOJIMYECTBE C ITOMOIIBIO
MUKPOIITPHIIA, OMyCTUB KOHYUK WTIBI HETOCPEJACTBEHHO B pacTBoputelnb. [lpu
OTIpEICIICHUH TTapaMEeTPOB COPOIUHU JIETYUYUX COSAMHEHUH TBEPJBIMH BEIICCTBAMHM
oepyt 10-15 ogmHaKOBBIX HAaBECOK TBEPJOTO COPOEHTA B CTEKJSHHBIX aMITyJjax.
3aTeM B KaXAyl0 aMIyJly HOMEMIAIOT OTKPBIThIE CTEKJISIHHbIE KOHTEHUHEPHI, pUc. 14,

KyZa 103UPYIOT Pa3HbIE KOJIMYECTBA KUJKOTO cOpOaTa ¢ MOMOIBIO MUKPOILIIIPHULIA.
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OnpenesieHue 1aBJeHNs HACHIIIEHHOTO ApPa BellleCTBa HA XpoMaTorpadge

Kpucraman 2000

st ompeneneHus JaBJICHUS HACHIIIEHHOTO Tapa UCCIEAyeMOE COEIMHEHHE
I00aBJISIOT B MYCTYI0 CTEKIISIHHYIO aMITysly oobeMoMm 15 mi B konudectse, Ha 20-
50% mnpeBblaoNee BEIUYUHY, MUHUMAIbHO HEOOXOAMMYIO JISl CYIIECTBOBAaHUS
PABHOBECHOM >KUIKOU (Da3bl. AMITyJ Ty T€pMETU3UPYIOT U TOCIIE TEPMOCTATUPOBAHUS
HAaCaXMBAIOT HA TMOJYI0 WIJly aBTOMATHYECKOro Mmapoda3zHoro J03aropa
xpomatorpada Kpucramn 2000, puc. 14. 3atreM u3 aMiyibl MOCIEI0BATEILHO
orouparor ot 100 mo 300 mnpoO mapoBodt (¢da3pl OJUHAKOBOTO 0OBEMa
(KOHTpOIMpPYETCS KOMIBIOTEPOM) 4YEpe3 paBHbIE NPOMEKYTKH BpemeHH. IIpumep
3aBUCUMOCTH BBICOTBI XpOMaTorpaduyeckoro MmuKa HCCIEAYyeMOro BEIIeCTBAa OT

HOMepa J103bl ISl mpem-0yTuialerara NpuBeJeH Ha puc. 15.
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Puc. 15. 3aBucUMOCTb BBICOTHI XpOMaTOTrpauiyeckoro mMuKa OT HOMepa MO03bl AN
napoB mpem-OyTHIaIleTaTa IPU ONpPEeICHUNA JABJICHUS €ro HACHIIIEHHOIO Iapa,

I'=298 K
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[To MonoXeHUIO0 TOYKU U3JI0OMa Ha 3TON 3aBUCHMOCTH OTPENEISUTA KOJIUYECTBO
703, HEOOXoaUMOe JUIsl yaleHusl KuAKoW ¢as3el B amimyine. Jlanee paccUUThIBAIN
cpeaHee 3HaYeHHE OOBEMHOM JOJM MapoBOM (a3bl v, OTOMpAaeMO M3 aMIyJIbl C

00pa3IoM IpH KaXxa0M JO3UPOBAHUH, 110 CICAYIOIMIEMY YPaBHCHHIO:
v =1 -exp(In(Hw/Huay) / N)

rne H,,, n Hy, — BBICOTBI XpOMATOTpaUUECKUX MUKOB IS MIEPBOM U TIOCTIETHEN
TOYKH 3aBUCHUMOCTHU BBICOTHI XpOMATOrpaprUuecKoro nuka UCCaeayeMoro BelecTBa
OT HOMEpA J03bl MOCIE TOYKU MOJHOIO UCHAPEHUS KUIKOCTH, N — KOJIUYECTBO
JO3UPOBAaHMM TIOche dTOW ToukH, exp(in(Hio/Huw)/N) — cpenHsss cTeneHb
pazbaBieHus MapoBoi a3kl B aMIryjie ¢ 00pas3IioM 3a OJIHY J03y.

[TonydyenHasi BeMYMHA V TO3BOJISIET BBIUHUCIHUTH KOJIMYECTBO HACBHIIICHHOTO
napa BemecTBa V. NepecyuTaHHOE HAa O0BEM YHCTOW >KUIKOCTH, B 0ObeMe

aMIyJIbl ¢ 00pa3oM Vi, IO CIEAYIOMIEMY YPaBHEHHIO:

VHac = Vdo6/ (1 + VN])
rae Vios — 00b€M KUIKOTO BEIIECTBA, T00ABJICHHOTO B aMITyly, N; — KOJUYECTBO
TOYEK, CHATBIX JO M3J0Ma 3aBUCHUMOCTA BeluuuHbl H ot N. JlaBieHue
HACBIIIEHHOTO T1apa UCCIEAYEMOTO BEIIECTBA PACCUUTHIBAETCS M0 BEIUYUHE Ve TIO

YPaBHEHUIO:

P - V...RT

vy

amn

rae Vy — MOJIbHBIA O0BEM HCCIENyEMOI0 BellecTBa. TOYHOCTh OMNpeaeTIeHUS

BenuuHbI Py coctasigeT +£10%.

Pabora 6 Onpenenenne qaBjeHUs1 HACBIIIEHHOIO Mapa H-OKTAHA
(na xpomamoepaghe Kpucmann 2000)

Onpenenure MaBJICHUE HACBIIMIEHHOro mapa H-okTaHa npu 298 K. C srtoit
IEJIBI0 B MyCTYI0 aMItymy (Vg = 15 M) mo6aBbTe 3 MKI )KHUIKOTO H-OKTaHA. Bpems

TepMocTatupoBaHus — 10 MuH.
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OnpenesieHue pacTBOPUMOCTH JIeTy4Yero BelecTBa

Omnpenenenue 3TOro napamerpa OCyIleCTBISETCS aHaJOTHYHBIM oOpa3oM. [lpu
ATOM JOJII0 MapoBOil ¢asbl, OTOMpaeMoOil M3 aMmImyibl ¢ OOpa3lOM MPHU KaxIoM
JO3UPOBAHUM, V, ONPEICIAIOT 110 METOAMKE, ONHMCAHHOW BBIIIEC JUIA ONPEICICHUS
JIaBJICHUS HACBHIIICHHOTO Iapa BeulecTBa. B cTekisiHHyo amiyny oObemMoM 15 mi
JO3UPYIOT  3aJaHHBIA  00bEM  pacTBOpUTENS U JOOABISAIOT  KOJUYECTBO
pacTBOPSIEMOr0  BELIECTBA, KOTOPOE BBIIIE YPOBHSA €ro pPacTBOPUMOCTH Ha
BEJIMYMHY, IPUMEPHO PAaBHYIO IOJIOBUHE €r0 COAEPKaHHs B 14 MII HaCBIILIEHHOTO
napa. AMIyJly TepMETUYHO 3aKpBIBAIOT, TEPMOCTATUPYIOT U HACAKUBAIOT HA MOJIYIO
Uy napog)azHoro aBTOMaTHYECKOro jo3aTopa, puc. 11. 3ateM nmpous3BoAsST 0TOOP
100-300 mpo6 mapa u3 3toil ammyibl. CTposT Tpapuk 3aBUCUMOCTH BBICOTHI
xpomaTorpaduueckoro nuka H pacTBopsieMoro BeliecTBa oT Homepa 1036l N. [lpu
yAa4yHOM BBIOOpE COOTHOIIEHHUS KOMIIOHEHTOB MOJYYEHHBIN rpaduk OyIeT MOXoxK

1o opme Ha 3aBUCUMOCTb, IPUBEJCHHYIO Ha puc. 12.

1 PV
X,..= ny, ——2—(1+wN,
Hac I’ll +n2 ( 01 RT ( 1))
rae ny = nor — PoV(1+v N/(RT) - 4ucino MoJied pacTBOPSIEMOro BEIIECTBA B

HACBIILIEHHOM PAaCTBOPE, 7y — YUCJIO MOJIEM PACTBOPUTENA, Ho; — HAYAIIBHOE YHUCIIO
MOJIEW pacTBOPAEMOIO COEAUHEHUSI B CUCTEME, Py — JTaBJI€HHUE HACHIIIECHHOTO Mapa
pacTBOpPSIEMOT0 COEIMHEHUs, V' - oObem mapoBoi (a3pl B amiiysie ¢ oOpaslom
pactBopa, N| — 4MCIIO 103 HA TpaduKe 3aBUCUMOCTH BeIUYHHBI H OT N 10 TOYKH
U3JI0Ma, TIPU KOTOPOM Hcue3aeT OTAeNbHas (aza pacTBOPSIEMOr0 COEIMHEHHUS B

CHUCTEME M OCTACTCS TOMOTCHHBIM HACBIILICHHBIN pacTBOp.

Pa6ora 7 OnpeneseHue pacTBOPUMOCTH 0€H30J1a B BO/I€
(na xpomamoepacghe Kpucmann 2000)

Omnpenenure pacTBOpUMOCTh OeHzosia B Bojae mpu 298 K. C aToit menpio B
nycTyro amnyiy (Vau, = 15 mi) nobaBsTe 2 M AUCTHILTUPOBAHHOW BOJBI U 15 MK

xKuakoro 6enzona. Bpems repmoctatupoBanust — 10 MuH.
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