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1. BBenenue

Xpomarorpagusi — (PUINKO-XUMHUYICCKUH METOJ| pa3JeiCHUS CMECeH COCAMHCHHU,
OCHOBAHHBINM Ha pacHpeeIeHUH COeTUHEHUN Mexay IByMs ¢azaMu: ogHa (a3a HEMOABIKHAS,
Ipyrasi — HOJBUKHasl, HEMPEPHIBHO MPOTEKAIOIIAs Yepe3 0N HeMOABMUKHOMN (hasbl.

Xpomarorpaduss Kak METOA pa3AeieHHs MPUMEHSETCS s CISAYIONMX Ienei: s
aHaJM3a pa3/CNICHHBIX COCAMHEHHH, NI (U3UKO-XUMHUYECKUX HCCIICIOBAHUM WM U3MEPECHHH,
JUTSL BBIIETICHUS Pa3/I€JICHHBIX BEIIECTB B YUCTOM BUJIE.

B cBs3u ¢ TeM, 4TO XpomaTorpadus B OCHOBHOM MPUMEHSETCS I AaHATUTHUECKUX [ENeH,
UMeeTCsl W JIpyroe orlpenesneHue: xpomaTtorpapusi — (U3MKO-XUMHUECKUI METOJ aHaln3a
CJIOXKHBIX CMece (ra3oB, KHUAKOCTEH) MyTeM MPEABAPUTENBHOTIO pa3eIeHNs UX MPHU ABHXKEHUU
IO CJOK aJcOopOeHTa 3a CUET PA3IMYHBIX B3aUMOJEUCTBUN M TOCIEAYIOIIETO OMpEeesIeHuUs
pazziensieMbIX KOMIIOHEHTOB Ha BBIXOJIE€ U3 KOJIOHKH.

B oTnuume OT Jpyrux METOOB, OCHOBAHHBIX Ha pa3ieieHUH MexAy ¢dazamu,
xpomaTorpadus JTUHAMHUUYECKUH METO[, TaK KaK pa3[elieHHe MPOUCXOAMUT B IMOTOKE OJHOW W3
da3. B xpomatorpadum pazneneHue NPOUCXOAUT 3a CYET Pa3TUUUA MEXMOJIEKYISIPHBIX
B3aMMOJICHCTBHII COEOUHEHHS C HEMOABIDKHOM  (ha30i, BBIPOKEHHBIX B  Pa3IUYHON
copoupyemoctu. OIHO W3 OCHOBHBIX TpeOOBaHHW — 3TO OOPATHUMOCTH B3aUMOJCUCTBUSA,
COCIIMHEHUS JOJDKHBI COPOUPOBATHCS M Uepe3 HEKOTOPOE BpPEMs IMOJHOCTBHIO AeCOpOMpPOBATHCS
MOTOKOM TOJBHXKHOM (ha3bl

Xpomatorpadus B OoJyibllied Mepe OCHOBaHA Ha (P3Wyeckod amcopOuuu ajis KOTOpOM
XapaKTepHbI clabble MeXMOJeKyIsapHble BaH-nep-BaanbcoBel B3aumopeiictBua. Kpome Toro,
UCTIONIB3YIOTCS U cnenuduyeckre oOpaTuMble B3aUMOICHCTBUS, TaKHE KaK BOJOPOJHAs CBS3b,
JIOHOPHO-AKIENITOPHBIE B3aUMOICHCTBUS, Cl1ad0e KOMIUIEKCOOOpa3oBaHWE, HOHHBIN OOMEH,
JIMTaHIHBIA OOMEH.

XemocopOuust Asisg XpoMaTorpapuueckoro pasjieieHus] He MPUMEHSETCs, TOCKOIbKY MpH
HEeoOpaTHUMOI copOLuH pa3zienseMble coelMHeHNs OyIyT OCTaBaThCs B KOJOHKE U MH(pOpMAIUU
0 HUX Ha BBIXOJIE U3 KOJIOHKH HE OyJIeT.

Jlns ompeneneHus BEIIECTB HAa BBIXOAE M3 KOJOHKHM HCIOJIB3YIOTCS PA3JIMYHBIE THUIIBI
JIETEKTOPOB: B Ta30BOM Xpomarorpaduu ucnoibszyercs 6onee 50 TUIIOB AETEKTOPOB, OMHCAHUE
paboTbl MHOTHX M3 KOTOPBIX MOXHO HAaWTH B psfie MUCTOYHHMKOB []. JleTeKTOphl i Ta30BOM
xpomaTtorpauu Moryt ObITh pa3jiefieHbl Ha HOHMU3ALlMOHHBIE M HEHMOHW3alMOHHBIE. Takxke
JIETEKTOPBl MOAPA3AEISAIOT HA HEASCTPYKTHUBHBIE M JECTPYKTHUBHBIE, YHHBEPCAJIBHBIE H
CEJICKTHBHBIC, TPUYeM OOJIITMHCTBO MOHHU3AIIMOHHBIX JAETEKTOPOB SBISIOTCS CEICKTUBHBIMU U

ACCTPYKTHBHLIMU, a OOJIBIITMHCTBO HCUOHU3AaIIMOHHBIX — YHUBCPCAJIbHBIMU u



HeNeCTPYKTHBHBIMH. Hambomnee pacrnpoCTpaHEeHHBIMH JETEKTOpaMH, YCTAaHOBJICHHBIMH B
ra3oBbIX XpomaTtorpadax, SBISIIOTCS: INIaMeHHO-noHM3anoHHbIN aetextop ([TU]]), nerektop mo
teronposoanoctu ([TII), snextponosaxBatHblii gerekrop (D3) ¥ (POTOMOHM3ALMOHHBIN
nerekrop (OU/). B xxuakocTHOM XxpomaTorpaduu npumMeHsercss okoiao 20 THIIOB JIETEKTOPOB,
OCHOBHYIO MacCy NpEUIOKEHHBIX JETEKTOPOB MOXHO pa3[eliuTh Ha  ONTHYECKHE,
IEKTPUUECKUE U IEKTPOXUMUYECKHUE AETEKTOPBI.

B Hacrosmee Bpems mpousomen OOJBIION MpOrpecc B HUCHOJb30BAHUU Macc-
CIEKTPOMETpPA B KaueCTBE JIETEKTOpa Mociie XxpoMarorpaduiyeckoro pasnuenenus cmecu. [pexnae
BCETO 3TO CBSI3aHO C TEM, YTO YJAJIOCh CO37aTh HEOOJNBIINE HACTOJIHHBIE MACC-CIIEKTPOMETPHI.
KomOunanusa wmeronoB xpoMatorpapuu M Macc-CHEKTPOMETPUM IO3BOJISIET IMPOBOAUTH
KayeCTBEHHBIH M KOJIMYECTBEHHBI AaHaJIM3 CMECH C BBICOKOM CTEMEHbIO TOYHOCTH.
Xpomarorpadust MokeT ObITh 3()(HEKTUBHO HCIONB30BaHA IS aHAlM3a CMECEH, TOCKOJIbKY B
XpoMmarorpaudeckoil KOJIOHKE OCYIIECTBISIETCS TPOCTPAHCTBEHHOE pa3JelieHHEe CMECei.
OpnHako, mocie JeTEeKTUPOBAaHUS Ha BBIXOJE U3 KOJOHKE MbI 3HA€M JIMIIb IUIOLIA/b U BBICOTY
nMKa, W BpeMs yAep)KuBaHUs. B ToXke Bpems Macc-CIIEKTPOMETpHs, B OTJIMYHE OT
XpoMmarorpauu  NpaKTHUECKH HE  HCIONB3yeTcs I aHalmM3a cMmeced.  AHanu3
WHIMBUAYAIBHOTO KOMIIOHEHTa B MAacCC-CIIEKTPOMETPE IO3BOJUT HAM IMOJYYHTH €r0 Macc-
CIEKTp, YTO B JAJIbHEHIIEM MO3BOJIUT YCTAHOBUTH CTPYKTYpY JAAHHOTO coeluHeHHus. O4eBUIHO,
YTO IPU BBEJECHUU B MAcC-CHEKTPOMETP CMECH BEILECTB, MbI MOJIYYUM MacC-CHEKTP, KOTOPBIH
ABISIeTCd KOMOMHAIMEeNW Macc-CIEeKTPOB WHAMBUIYaJIbHBIX KOMIIOHEHTOB. TakuMm o0pa3zom
00bEeIMHEHNE ABYX METOJOB MO3BOJIAET APPEKTHBHO Pa3JENiAT KOMIIOHEHTHI CMECH, a 3aTeM
IPOBOJUTH UX KAYECTBEHHBIN M KOJIMYECTBEHHBIN aHAJIH3.

B nmannHOW Metommyeckoit paboTe KpaTKO pacCMOTPEHBI TEOPETHUYECKHE OCHOBBI METOJA
ra3oBoil xpomarorpaguu M XpOMaTOMacC-CIIEKTPOMETPHM, IpeACTaBlIeHa o0mas cxema
HACTPOWKHU ra3zoBoro xpomarorpacga (u xpomaromacc-ciekrpomerpa) Perkin Elmer Clarus 600
JUIE TIPOBEACHUS KadeCTBEHHOTO W KOJMWYECTBEHHOTO AHAIM30B C HCIIOJIB30BAaHHEM Macc-

ACTCKTOpPA U ACTCKTOPA IO TCIIOIIPOBOAHOCTH.



2. OU3HKO-XUMHYECKHE OCHOBBI MeToda

2.1 Knaccugpukauus memooos xpomamozpaguu

Xpomarorpapuueckre MeTo/ibl aHaIMu3a MOCTOSHHO pa3BuBaroTcs. K yxxe mperioxkeHHbIM

JeCsATKaM METOJOB M BapHaHTOB KaXKIbIM TOJ A00aBIsAIOTCS HOBBIE. B Tabmmmax 2.1-2.3

MMPUBCACHBI HCKOTOPBHIC METOAbL razoBoM XpOMaTOFpaQ)I/II/I

Tabnuya 1.1. Knaccuguxayuas memooos xpomamocpaguu no cnocoby nepemeujeHus

pasoensgemvlx coeOUuHeHul

Ha3zBanue merona
xpomMarorpagpuu

Oco0eHHOCTH MeTOoAa

[IposiBuTENBHAS
(DmoenTHast)

[Momswxnas ¢aza (I1P) — ra3, wemomsmwkHas ¢aza (HIID) —
aacopOeHT WK KuAKocTh, [loTok I1d HempepbIBHO MpoTeKaeT yepes
cioi HII®D. Amnamuszupyemass cMech BBOJUTBCA B  KOJOHKY
nepuoandecku. CMech COCIMHEHUN MOKET IOJHOCTBIO pa3lesTcs
Ha YHUCTBIC 30HBI.

@poHTanpHas

[I® — paspensiemas cMechb ra3oB WM NAapoB kuakoctu, HIID —
aZICOPOCHT WJIM KHUAKOCTh. B 9TOM MeTO/Ie HET MOJHOTO pa3/ieieHusl,
30HBI COEIMHEHUI MPUMBIKAIOT IPYT K APYTY, B YUCTOM BUAE TOJIBKO
30Ha MEPBOTO C1a00COPOUPYEMOTO COCTUHEHUS.

BriTecHuTenbHas

[1® — ra3 wim napsel xuakoctu, HIIO — xuakocTs unu TBEpAOE TENO
ancopOent. B  kawectBe II® wucnonb3yroTcs — COETUHEHHE,
copbupyemMoe cuibHee T000ro M3 KOMIIOHEHTOB CMECH, MO3TOMY
OHO JEHCTBYET KaK BBITECHUTENb. [I0MHOroO pasneiieHuss HET, HO B
OTNIUYKME OT (POHTATBHOTO METOJa Kakgas 30Ha — 3TO YHUCTOE
COCOUHCHHE.,

I/ISOTepMI/I‘leCKaH

Paznenenue npoBoUTCs IPU MOCTOSIHHOM TeMIlepaTrype

C nporpamMmMHupoBaHuEM
TEMIIEPATYPBI

Pa3nenenue MPOBOJUTHCS C MOBEIIIECHUEM TeMIepaTyphbl
OJHOBPEMEHHO BCEH KOJIOHKH C 3aIaHHON CKOPOCTBIO

Xpomatepmorpadust

PasnencHue mNpPOBOAUTBCS C IOBBIIIEHUEM TEMIIEPATYphl YacTH
KOJIOHKH 32 CYET JIBUXKYIIEHCS M0 Hel TpyOuaTol pa3orperoi Mmeyku
C TpajMeHTOM TeMIeparypbl mo e€ anuHe. B 3aBHCHMOCTH OT
HaIlpaBJICHUS TpaJUEHTa IICYKU pa3IMYaloT CTAalUOHApPHYK W
HECTALMOHAPHYI0 XpoMaTepMorpaguio.

C nporpaMMupoBaHHEM

OObIuHO DMIOEHTHAsE Xpomarorpadus, B KOTOpOW B Tpolecce

acxoxa 1 pazaeneHuss CKOpocTh pacxoaa II® mnoBwimaeTcss ¢ 1ENbIO
P COKpalIeHUs] BpEMEHHU yACPKUBAHMUSI.
Meron ra3zoBoii xpomarorpaduu, B KOTOPOM CMECh BEIIECTB
XpoMaIuCTHIISIIUSA A P pacu, P m
nepemeniaercss notokom I[IdD (raza-HocuTens) BHOIb KOJOHKH B
(xpoMapekTuduKaIms)

YCIIOBUSIX OTPULIATEIBHOTO I'PaJHeHTa TEMIEPATYP.

Tabauya 1.2. Knaccughuxayus memoooe 2azo80u xpomamozpaguu no azpecamHomy

cocmosinuio gas

Ha3Banue metoaa

Oco0eHHOCTH MeTOaa O0J1acTH NpUMEHeHHUs

T"azoBas

Paznenenue cmeceit ra3os, JICTYUUX

[TogsuxHas daza (I1D) - ra3 . .
N YCTOMYHMBBIX COCIMHCHNUU

I"azo-ancopbunonHas

[1® — ra3, menoaBmwxkHas ¢asza | Pazmenenne 3a cder pa3nuyHOM

(HII®) — ancopbenT a7copOMpPyeMOCTH

[I® — raz, HII® — xuakocts, | Pazgenenue 3a cyer pas3iMuHOU
I'azo-xuakocTHAs

HAHECEHHAsl HAa TMOBEPXHOCTh | PACTBOPUMOCTH




TBCPAOr'o TCJIa-HOCUTCIIA

T'asosas Paznenenne 3a cueT pazauuui Kak
ajcopOInoHHasI- I[1® — ra3, HII® — xunkocts U p
copOMpyemMocTH, TaK u
abcopOuunoHHas (ra3o- | aacopOeHT
PacTBOPUMOCTH

KHUJIKO-TBEpaoda3Hasi)

[I® — ra3, HII® — xuakocts, | Paznenenne u  aHamu3 JeTydux

HaXOISAIIAsICS B | COCTMHCHUI 3a cuer
I"azo-me3odaznas

KUJTKOKPUCTATITNIECKOM pPacTBOPUMOCTHU B

(Me30(ha3HOM) COCTOSTHUM. KUIKOKPUCTAIUTMUECKOU (haze

Tabnuya 1.3. Knaccuguxayus memooog 2azo6ou xpomamozpaduu 8 3a8uUcumMocmu om
cnocoba oghopmaeHus copoOyUOHHO20 CNOSI

Ha3zBanue merona Oco0eHHOCTH MEeTOoAa
Kononounas CopOLMOHHBIN  CJTOM  HAaXOAWTCS BHYTPH KOJIOHKH (TpyOKH)
(HacajoyHbIC WU muametpoMm 2-4 Mm. [lpu amamerpe TpyOku MeHee 2 MM METOJ

HaOMBHBIE KOJIOHKH) Ha3bIBACTCSI MUKPOKOJIOHOYHON XpoMaTtorpadueit

B kadecTBe KOJOHKH HCIIOJIB3YCTCA KallWIdAp ¢ JUaMETPOM MCHEC

Kanunnsapuas o
0,5 MM Cc cOpOLIMOHHBIM CJI0€M Ha BHYTPEHHEH MMOBEPXHOCTH

Kononku muamerpom 4 MM, comepskamiue BHYTpH cebs okoso 900
[MonmukanunspHas KanwisgpoB auamerpoM 10-20 MKM, ¢ HAHECEHHON Ha BHYTPEHHIOKO
MIOBEPXHOCTh KHMJKOH (ha3oil.

Xpomatorpapuueckuii MeToA B KOTOpPOM paszfensemMas CMeCh
HupkynaunonHast MHOTOKPAaTHO LIUPKYJIUPYET Yepe3 OJHY U Ty K€ KOJOHKY C LIEJIbIO
NOBbILIEHUS 9)()EKTUBHOCTH pa3esieHHs

Xpomatorpadudeckuii METOJ, B KOTOPOM CMECh COCIMHCHHUH
paszensieTcss CHayaja Ha OJHOM KOJIOHKE, a 3aTE€M HaIlpaBJIsieTCs B

MHoromepHas
JIpPYTyl0 KOJOHKY WM CHUCTEMY, IJI€ 3aKOHOMEPHOCTH pa3/elICHUs
JIpyTHe.
Xpomatorpadudeckuii METOJ B KOTOPOM paszeisieMas CMecCh
COCIMHEHUI MpOXoAWUT uyepe3 naBe (wim ©Ooyiee) KOJOHKH C
MHOTOKOJI0HOYHAs A pOXOA P A ( )

copOeHTaMM Pa3IMYHON XUMUYECKOW MPHUPOAbI, COCAUHEHHBIMH KakK
MOCJIEIOBATEIBHO, TAK ¥ NapaJlIeNIbHO.

Paccmorpum Gonee moapoOHO METO[ AIt0eHTHON Xpomartorpaduu. [Tockoiapky B pamkax
MPOXOKJCHUS JAHHOTO MPAKTHKYMa MCIIOIB30BAJICS TOJIBKO METO/I AJIFOCHTHON XpoMaTorpaguu.
B nmanHoM Mmetoze aHanu3upyeMmyro mpoOy BBOISAT B HAdalo XpOMaTorpaduyeckoil KOJIOHKH
UMITYyJIGCOM, TIPH STOM 4Yepe3 KOJOHKY HENPEepBhIBHO TPOIYCKAI ITOTOK HWHEPTHOrO Tas3a
HOCHUTEIIS, KOTOPBI COPOUPYETCS B 3HAUMTEILHO MEHBINEH CTEIEHH, 10 CPABHEHUIO C JIFOOBIM
KOMITOHCHTOM aHaJu3upyemMoil mpoObl (puc 2.1). BemecTBa BBIXOAAT M3 KOJOHKH B TIOPSIIIKE
BO3PACTaHUA X COPOMPYEMOCTH, TO €CTh NMEPBHIM BBIXOJUT HAUMEHEe COPOUpPYyEeMOe BEIIECTBO.
HA BbIXO#€ W3 KOJOHKHM JIE€TEKTOp PETUCTPUPYET 30HBI pa3elIEHHBIX BEIIECTB B BHJE
XpoMarorpapuyecKux MUKOB.

Metox 3mOeHTHOH  Xpomarorpaduu  TMOJNyYwsl HawOOJbIEe PACIPOCTPAHCHHE B
AHATUTUYICCKON MPAKTUKE, OJarofaps CIeIyoNIUM IPEUMYIIECTBAM:

e Xpomarorpadudeckass KOJIOHKA HEMPEPHIBHO pPETEeHEPUPYETCs IMOTOKOM rasa-

HOCHUTCJIA, IOTOMY IIOCJIC BbIXOJa BCCX KOMIIOHCHTOB CMCCHU MOXKHO IOBTOPATH aHAJIU3

3aHOBO.




e [Ipu mombope ONTHMANBHBIX YCIOBHA MOXXHO TIOJHOCTBIO pa3AeluTh BCE
KOMIIOHEHBl CMECHU. OTO BaXHO [UIsI TOYHOTO KOJMYECTBEHHOIO aHaiu3a U
MIPENapaTUBHOTO BbIAEIEHUS KOMIIOHEHTOB CMECH B YHCTOM BUJIE.

e Bpems BbIXOJa MakCUMyMa IHKa TMPU TOCTOSHHBIX YCIOBUSX — BEIWYMHA
noctosiHHas. YTo mo3BosiseT NpoBOAUTH KaYECTBEHHBIN aHAJIN3 KOMIIOHEHTOB CMECH.
KonnuecTBeHHBIN aHATU3 MPOBOAT MO BBICOTAM WJIM IUIOMIAISAM MUKOB. AHATU3 METOAOM

DIIIOEHTHOM  XpoMarorpadud  MOXHO  MPOBOJUTH MPU  TIOCTOSHHOW  TeMIeparype
(M30TepMHUECKUN PEXHUM) U C U3MEHEHMEM TEMIIEpaTypbl B MpOILECCE pa3fesieHus (pexum
MIPOrpaMMHUPOBAHUS TEMIIEPATYPHI).

B pamkax BbITIOJIHEHHSI TaHHOHM pabOTHI pa3AeIiCHHEe CMECEH MPOBOIUIOCH METOJIOM Ta30-
aacopOunoHHON xpomarorpaduu. PazBuree gaHHOro MeToja Hadaiaoch B KoHie 40-x — Hayane
50-x rogoB XX Beka. K mpeumymiectBam Merona ra3o-aacopOIMOHHON Xpomarorpaduu mo
CPaBHEHMIO C >KUJIKOCTHO-aJCOPOLIMOHHON CIIEAYeT OTHECTH OTCYTCTBHE yHOCAa M3 KOJOHKH U
pa3noKeHus KUAKOU (a3bl, BOSMOKHOCTh MPOBEACHUS aHAIM3a MPU BBICOKUX TemrepaTypax. K
HEJOCTaTKaM Tra30-aJICOPOIMOHHON XpoMaTorpaduu cielyeT OTHECTH HENMHEHHOCTh M30TepM
aJcopOIMK, YTO MPHUBOAMUT K HAIMYMUIO ACUMMETPUH XPOMATOrpauiyecKux MUKOB OCOOEHHO
BBIPQXEHHOM ISl CWIIBHO aJIcOpOUpyromuxcst MosieKy. HenrHelHoCTh cBsi3aHa, MPEkIe BCEro,
C TEOMETPHYECKOM M XHUMHYECKOW HEOAHOPOJHOCTHIO M XUMHYECKOM HEOJIHOPOIHOCTHIO
MOBEPXHOCTH TMPOMBIIIEHHBIX aJCOpOeHTOB. B nuTeparype AOCTATOYHO IIMPOKO OCBEIICH
BOMPOC TOJYYCHHS] CUMMETPUYHBIX XPOMAaTOrpapuuecKux MHKOB (Oyiarogapsi BBIIPSIMICHUIO
U30TePM aJICOPOIMH) B Tra30-aacopOnMOHHON Xpomarorpaduu. Bee 3T crmocoObl CBSI3aHBI C
MOJlyYeHUEM TEeOMETPUUECKH M XHUMHUYECKH OJHOPOJAHBIX, 4Yalle BCEro MAaKpOIOPUCTHIX
aacopbeHToB, MO0 €  TEOMETPUYECKUM,  XMMHYECKUM  WIH  aACOPOLMOHHBIM
MOIU(PHUIIMPOBAHUEM HEOTHOPOIHBIX aJICOPOCHTOB.

Taxke K mpenMyIiecTBaM ra3o-afcopOIHOHHON XpoMmarorpaduu ciemayeT OTHECTH U TO,
YTO MaccOOOMEH MpHU MPOXOKIECHUHU MPOOBI Yepe3 KOJIOHKY MOXKET MPOUCXOAUT 3HAUYUTEIHHO
ObIcTpee, 4eM B Cily4yae Ta30-)KHJIKOCTHOTO METOZa, YTO TO3BOJSET MIPOBOAUTH OBICTpHIC
pazaenenus Ha 3(PQPEKTUBHBIX KOJIOHKAaX. TO ecTh MaHHBIA METOJ TO3BOJSET HCIIONIH30BAThH
KOJIOHKHU C BBICOKOH pa3/ieIUTEIbHON CITIOCOOHOCTBIO JUIsl TPOBEIEHUS AKCIIPECCHBIX aHAIN30B.

l'a30-amcopOIMOHHBIE  METOJA MOXET OBITh peajn30BaH Ha BBICOKOA(()EKTUBHBIX
KalWUIAPHBIX KOJIOHKAaX, MMEIONIMX Ha BHYTPEHHEH CTEHKE MOPHUCTBIA CJOW ajacopOeHTa.
CozmaTh JIOCTAaTOYHO CHIJIBHO —aJCOPOMPYIOMIMN TOPUCTBIA CIOH MOXKHO 00pabOTKOU
BHYTPEHHUX CTEHOK KaIllWJUIApa, U3rOTOBJIEHHOTO U3 COOTBETCTBYIOILEIO MaTepuasa (Harpumep,
OOpPCHJIMKATHOTO CTEKJIa) pacTBOPOM IIENIOYM MM K€ OTJIOKEHHEM Ha BHYTPEHHEU

MOBECPXHOCTU KallWIsIpa CJIOSA TOHKOAUCIICPCHOT'O a):[copGeHTa. Takue KOJIOHKHM HMEIOT
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BBICOKYIO pPa3JIeIUTEIBHYI0 CIIOCOOHOCTh M B HACTOSIICE BPEMs HAIUTH IMUPOKOE MPUMEHEHHE
noa Ha3zBanueM Plot. B pamkax maHHON paOOTHI MCIIONIB30BAIUCH KaMWLIApHBIE KOMOHKH Elite

Plot Q (HII® — monumep nponakQ), Elite Plot Molsieve SA (HanmoaHUTENb MOJEKYJISIPHBIE CHUTA)

2.2 OcHoevl meopuu 2a3080ii xpomamozpaguu

2.2.1 Ilapamempwl yoepoicueanus

Bpems yoeporcusanus
Paznenenne B xpomarorpaduu OCHOBAaHO Ha pa3IMYHOW CKOPOCTH TPOJIBMXKCHUS

aHAJIM3UPYEMBIX BELECTB 110 CJIOK COpOEHTa B KoJoHKe. Eciu coeannenune He copOupyercs, To
OHO He OyJeT yJepXHBaTbCi COPOCHTOM B KOJOHKE, M OyAeT BBIXOAUTh U3 KOJOHKH CO
CKOpPOCTBIO TIOTOKa Taza HocuTens. Ecnm ke coeauHeHus copOMpYIOTCs, TO OHU OynayT
yIEPKUBATHCS B KOJIOHKE, MIPHYEM BpEMSI yICPKUBAHUS OyJET ONMPEIeNAThCS UX COPOIMOHHOM

CIIOCOOHOCTBIO:  4Ye€M  CHJIbHEE  copOupyercs
t

Onpepensemoe |
BELLEcTBo

COCIMHEHUE, TE€M MEHbIIe OYyIeT CKOpPOCTh €ro
JIBUKCHHSI TI0 KOJIOHKE M TE€M JOJbIe OHO Oyaer
YIAEPKUBATHCS B KOJIOHKE.

[TapameTpsl yAepKUBaHHS XapaKTepU3YIOT

Beoa
npoBbi .
Hecopbupyemeblii COp6]_[I/IOHHyIO CIIOCOOHOCTD AHAJIU3UPYCEMbIX
KOMMNOHEHT
t, BemiecTB. Pasnuune B copbupyeMocT B KOHEYHOM
0 | UTOre OIpeNENIETCS pasIuurem
|
bt IJI_ ' MCKMOJICKYJIIPHBIX BSaHMOHeﬁCTBHﬁ BCIICCTBO-

Puc. 2.1. Onpenenenne BpemeHu  COPOEHT.
YACPKHUBAHUA Bpemst or MomeHTa BBOJa IPOOBI B KOJOHKY
JI0 BBIXOJIa MakCUMyMa IMKa Ha3bIBAE€TCA BpEMEHEM yaepxkuBaHus t. (puc. 2.1). D10 Bpems
CKJIaJIbIBAETCSl U3 JABYX BEJIMYMH: BPEMEHHU HAXOXIECHUS MOJEKYJ COEJIMHEHMs B ra3zoBoi (haze
(to) ¥ BPEMEHH HAXOY/ICHUS MOJICKYJ COSIMHCHHUS B COPOUPYEMOM COCTOSIHHH (1 ;).

Bpemst Haxox1eHUsT MOJIEKyJl MCCIeIyeMOro BelecTBa B ra3oBOi (a3ze 3aBUCUT OT JI0JIU
MYCTOT B XpoMaTorpaduyeckoil KoJoHKe. B pa3HbIX HAacal0UHBIX KOJOHKAX IJIOTHOCTh HAOUBKU
COpOEHTOM MOXKET OBITh PA3IUYHOW, TOATOMY BEIWYHHA t) MOXKET H3MEHAThCA. lloaTomy

WCTUHHASA YyJIEPKUBAOIIAss CIIOCOOHOCTh OMNpPEACNSIeTCS BEIWYMHON t’; — TPUBEICHHBIM

BPEMCHCM YIACPKUBAHUSA:



Benuuuny ty onpenensioT no BpeMeH!U BbIX0/1a U3 KOJIOHKU HecopOupyrolerocs coenruenus. B
ra3oBoil xpomaTtorpaduu B KauecTBE TaKOTO COEAMHEHHUS HCIOJB3YETCS BOJOPOJ, Telui WIn
METaH.

Obvembl yoeparcusarus

OnHako TPHUBEICHHOE BpPEeMs YICPKHBAHUS 3aBUCHT TAaK)KE OT CKOPOCTH Tra3a-HOCHTEIIS:
yeM OOJIbIlIe CKOPOCTh, TEM MEHbIlEe BpeMs yaepkuBaHus. [loaTomy B KauecTBE OCHOBHOIO
napaMerpa yAoOHEW HCHOIb30BaTh yAEpKUBaeMbli 00beM Vr — MPOU3BEACHHE BPEMEHU
yIEp>KUBaHMSI HA 00bEMHYIO CKOPOCTb Tra3a Hocutens Fi:

Ve=t -F,

VY nepxxuBaemMbiii 00bEM — 3TO 00BEM raza HOCHTEINSI, KOTOPBIH HEOOXOIUMO MPOMYCTHTh
yepe3 XxpoMaTorpauueckyro KOJIOHKY, YTOOBI 3TIOMPOBATh JaHHOE aHAIM3UPYEMOe BEIIECTBO.

[TpuBeneHHsbIH ynepxxuBaemblii 00beM (V'r), COOTBETCTBEHHO, PaBEH:

Vig=1(, —t))-F. =V, =V,
rae V4 — 00beM MyCTOT B KOJOHKE (MEPTBBI 00BEeM), B Xpomatorpade «MepTBBI 00bEeM»
peallbHO CKIJIaJbIBaeTCAd M3 00beMa BCEX MYCTOT B T'a30BOM TpakTe (MHXKEKTOpa, MEepPeXOIHBIX
COEIIMHEHUI, KOJIOHOK, JIETEKTOpPa).

OOBEMHYIO CKOPOCTh Ta3a HOCUTEIST OOBIYHO M3MEPSIOT Ha BBIXOJIE M3 KOJOHKU. OHAKO
o0beMHasi CKOpPOCTh Ta3a HOCHUTENS U3-3a CKMMAaeMOCTH TIpU TMOBBIIICHUH JaBIICHUS
HEOJIMHAKOBA MO BCEW UIMHE KOJOHKHU. B Hayaine KOJOHKM OHa MEHbIE, YeM Ha BBIXOJE,
MO3TOMY JIJIsl OIIpEJEeNICHHUs] CpeAHEN CKOPOCTH B KOJIOHKE BBOIMTCS CIEIMAajbHAs MOMpaBKa ],
YUUTBIBAIOIIAS TIEPETIa JaBICHUS:

_3(R/R) -
C2(RIP) -1

rae Py — BxogHOE maBieHue, Py — maBieHre Ha BBEIXOJIC M3 KOJIOHKH.

[IpuBeneHHbIN yaepKUBaEMbIi 00bEM C TONPABKOM Ha CpeJHEEe aBJIICHHE Ha3bIBACTCS
YUCTHIM 00BEMOM yACP)KUBAHHUS:

Vi =V"%Jj

UHCTHIN yaepKUBaeMblid 00beM MOKHO CUHTATh KOHCTAHTOH, TIOCKOJIBKY OH HE 3aBHCHUT OT
CKOPOCTH Ta3a HOCHUTEIS MPU JAHHOW TeMIepaType W J0Jie MyCTOT B KOJOHKE. YHCThIN 00BeM
yAEpPKUBAHMS 3aBHCUT OT KOJIUYECTBA COPOEHTAa B KOJOHKE, MOATOMY JUISI TOYHBIX (DU3HKO-
XUMHUYECKHX U3MEPEHUI HCIONB3YIOT TMOHATHE YAETBHOIO 00beMa yIep>KUBaAHHS VTg. VTg -
YUCTBIH 00BEM YJCp)KUBaHUWsS, OTHECEHHBIM K Macce COpOeHTa g B KOJOHKE WJIU K IUIONIAIN
MOBEPXHOCTH aJcopOeHTa A TIpH YCPETHEHHOM JaBJICHUU B XpomaTorpaduyecKoil KOJOHKE

temneparype Tk KOJHKU:



OmuocumenvHbvie napamempbul V()éDDiCMBLZHZUZ

Bce paccMmoTpeHHble mapaMeTphl 3aBUCAT OT CIyYaHBIX HEOONBIIMX KOJeOaHUi
napaMeTpa 3KCIIEpUMEHTa, B YaCTHOCTH pacxojia ra3a HOCHUTEIS W TeMIepaTyphl TepMOCTaTa
KOJIOHKH.

Jns Toro, 4TtoObl u30ekaTh BIMAHME (IYKTyallMd pacxola raza W TeMIepaTypbl
TEpPMOCTaTa BBOJSAT OTHOCHTENIBHBIC ITAPaMETPhl yAEP)KUBAHHS, KOTOPBIE IPAKTHYECKH He
3aBUCUT OT BIHWSHHUE CIIy4allHBIX KoyieOaHui. [Ipm pacyeTe OTHOCHTENBHOTO TapaMmeTpa
yaepKuBaHHs (BpeMeHH WM o0ObemMa) OepyT OTHOIICHHE YHCTOTO O0beMa YIep>KUBaHUs

UCCIIETyeMOTr'0 BEIIECTBA K YUCTOMY 00bEMY yA€PKUBAHHsI CTAaHIAPTHOTO BELIECTBA!

'
_ VNB - t_R

omn omH '
VNC 're

B kadecTBe CTaHZAPTHOIO COEOUHEHHs WCIOJIB3YIOT H-aJIKAHBl C IapaMeTpamu
yAepKUBaHMs, OMM3KMM K TapaMerpaM HCCICIyeMOro BemlecTBa. B JaHHOM ciydae mpH
CIIy4alHBIX KOJICOAHMIX TTapaMeTPOB dKCIIEPUMEHTA a0CONMIOTHRIE 00BEMBI YIePKUBAHUS OyIyT
U3MEHSTHCS, @ UX OTHOIICHUS MPAKTHYECKU HE U3MEHSIOTCS.

B kauecTBe OTHOCUTENHLHOTO IMapaMeTpa IMIMPOKO UCTIONB3YIOT nHACKC KoBaua:

'
Ig ;R
=100 - —"—+100n,

t
1 n+l
g o

n

rae tn, tay) — IPUBEJCHHBIE BPEMEHA YICpP)KMBAaHUS H-aJIKAaHOB C YHCIOM aTOMOB yIjepoja B
MoJieKyJie n u n+1, t'r — MpUBeIeHHOE BpeMsl YIePKUBAHUS UCCIIEyEeMOTO COSTNHEHHUS.

Nunexc KoBaua — Ge3pa3mepHas BeIUYHHA, KOTOPask MOXKET OBITh NTOCUUTAaHA ¢ OOJIBIION
TOYHOCTHIO. Hampumep, B KanmmUISIPHBIX KOJOHKaX C TOYHOCTBIO JIO COTBIX JOJICH MpPOIEHTA.
Nnpnexcol KoBaya, mpexe Bcero, MpUMEHSIOTCS I TPOBEACHUS KAUECTBEHHOTO aHAIM3a.

Crnenyer Takke yNOMSHYTh 00 OIHOM Tapamerpe — Kod()(UIMEeHTe e€MKOCTH pPaBHOM
OTHOIICHHUIO NPUBEICHHOTO BPEMEHHU YACPKUBAHUSA K BPEMEHHU YACPKUBAHUS HECOPOUPYEMOTO
BEILIECTBA

A

K, = "

Hapavempuol XI?OMCZI’I’IOZDG(buUéCKOZO nuKa

BbixonHOW ~ curHam — aHaIM3MPYEMOIO  COEIMHEHMs  uMmeeT  (GopMy  muKa.
Xpomatorpapmueckuii MUK — y4acTOK HYJIEBOW JIMHMM, Ha KOTOPOM BO3HUKAET CHUTHAJ IPH

BBIXOJI€ aHAIM3UPYEMOTO COEAMHEHUsS U3 Xpomarorpaduyeckoit kojgonku. Hyneas (6a3oBas)
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JUHUS — y4acTOK, COOTBETCTBYIOIIMN HYJIEBON KOHIIEHTpAIlMU aHAJIU3UPYyEMOTO COCIMHCHHS.
XpomaTopaMma — 3alIUCh MMKAa BMECTE C YYaCTKaMM HYJIEBOW JIMHUM JI0 U NOciie nuKa. Beicora
NMKa — PacCTOsIHUE OT MAaKCMMyMa MuKa A0 HyjneBoi iuHuu. lllupunHa nuka y OoCHOBaHMS —
OTPE30K, OTCEKAeMBbI JBYMs KacaTelbHBIMU, NPOBEJACHHHIMH B TOYKax TeperuboB B
BOCXOJSIEH UM HHUCXOAsIIEeH BeTBed Xpomarorpaguyeckoro mnwuka. Illupuna nuka Ha
MOJIYBBICOTE — OTPE30K JIMHUM MPOBEIAEHHON MapajuleIbHO OCHOBAHWIO HA TOJIOBHUHE BBICOTHI
MUKa, OTCEeKaeMblii XpomarorpaduyeckuM nuKoM. [lmomans nuka — TMIOMAAL YacTH
XPOMATOIPaMMBbl, 3aKIIOYEHHBIM MEX]Ty TUKOM U €r0 OCHOBaHUEM.

BaxabiM TTapaMeTpoM THKa SIBISCTCS KOIPPHUIIMCHT aCHMMETPUH, KOTOPBIA IPUMEHSETCS
JUISL CPaBHEHMsI PA3IUYHBIX TBEPHAbIX HOCHUTEJEH, aJcOpOEHTOB M BCEW CHUCTEMBI T'a30BOTO
xpomatorpada B nenom. B maeansHbIx ycnoBusx nmuk no gopme 6au3ok k kpuBoi ["aycca, To
ecTb cuMmMerpudyeH. Ha mpakThke, 01O pa3IWYHBIM [PUYUHAM THUKH B OCHOBHOM
HECUMMETPUYHBI. ACUMMETpHUS MUKOB YXYJIIAET pa3/ielieHue U 3aTPYJHSET KOJIUYECTBEHHYIO
00paboTKy.

ACHMMETPUYHBIE MUKW MOABISIIOTCA NP pa3aeieHUN
HA HEOJHOPOJHBIX COpOEHTaX, KOrja KOHIICHTpAIUs
AHAIIM3UPYEMBIX COEIUHEHUN COOTBETCTBYET HEJIMHEHHBIM
ydacTkaMm M30TepMbl aacopOuuu. Kpome Toro, B HEKOTOPBIX
CIy4asix 3TO MOXKET OBITh CBS3aHO C KHHETHKON COpOIMH
(3aMeITICHHBIH nporecc necopouun), HAJIMYUEM

HENPOAYBAEMBIX IOJOCTEH. ACCUMETPHUIO NUKA OLEHUBAIOT
0

OTHOCHUTCJIbHO TIOJYUWHUPHWH ITMKOB Ha IOJOBHUHE BBICOTHI

Puc. 2.2. Ounenka  (puc. 2.2) orHomieHMeM oTpeska BB k AB, mm6o
ACUMMETPUU TTUKOB
otHomenueM otpe3koB J[E k I'J] na 1/10 BbICOTHI muKa OT
OCHOBaHHUs. bonee TOYHBIM SBISIETCS WCIOJB30BAaHWE OTHOIICHHUS TUIOIIAJCH IMOJOBUH THKA
(COOTHOIIEHHEM 3aIUTPUXOBAHHOM M HE 3aIUTPUXOBAaHHOM o0acTeit).

Teopuﬂ meopemu4ecKux mapeiokK

Teopust TeopeTHueCKUX Tapeaok — OOIMIMNA METOJT OIMCAHUS MHOTOCTQAUUHBIX MPOLECCOB.
IIpencraBineHue 0 TEOPETUUECKOW TapelsKe B3SATO U3 TEOPUM IUCTUULALMHU. B 3TOM mpouecce
paszeneHre NPOUCXOIUT Ha OTAENbHBIX CTYIIEHSX, HA KOTOPBIX CYyLIECTBYET PABHOBECUE MEKIY
¢dazamu, 3arem a3l paznensdrorca. Kaxngas Takas CTylNeHb Ha3bIBaeTCAd TEOPETUYECKON
CTYNEHbIO WIM TEOpeTH4ecKoil Tapenkoil. B xpomarorpaduueckoil KOJOHKE, 3alOIHEHHOU
copOeHTOM, o/1Ha U3 (a3 HAXOJUTCS B HEMPEPHIBHOM JIBUKECHUH, U MOJIHOE PAaBHOBECUE WHOT/A

Cpa3dy HE OOCTUTacCTCs. B takux ClIydasax IOJIMHHa CJI0os, B KOTOPOM JOCTUTACTCS PABHOBCCHUC
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MEXIy AByMs (ha3zaMu, yCIOBHO HA3bIBAETCS BHICOTOM, SKBUBAJICHTHOW TEOPETHUECKOW Tapelke

(BDTT).

TeopI/ISI TCOPCTUYICCKUX TAPCIIOK OCHOBBIBACTCA HA CICAYIOMUX IMMPEAITIOJIOKCHUAX !

Koadduuunents! pacnpenenenns K noctosHHsI;

Juddysus B HanTpaBIECHUU TOTOKA MPEHEOPEIKUMO Maia;

CKOpOCTh YCTAaHOBIIEHHSI PAaBHOBECUS MEX]y pPACTBOPEHHBIMU BEIIECTBAMU U

nByMsi ¢dazaMu JOCTATOYHO BEJIMKA IO CPABHEHHMIO CO CKOPOCTBHIO JIBHYKEHUS

MOJIBIKHOM (pa3sl;

CI/ICTCMy CJICAYCT pacCMaTpuUBATb KaK HCIIPCPBIBHYI0, COCTOALIYIO U3 MHOXKCECTBA

QJICMCHTApPHbIX 06’LCMOB,

paBHOBECHE.

B KaXJIOM U3 KOTOPBIX YCTAHABJIMBACTCA CBOC

[IpencraBnerne O TEOPETUYECKHUX TapeiKaXx B XpoMaTorpaduu HOCHT (OpPMaTbHBIN

XapakTep, B TOXKE BpPEMA OHA IIO3BOJISACT OIMCBIBATH JABUIKCHHC 001acT MaKCHMaJbHOM

KOHIOCHTPAUH, SKCICPUMCHTAJIBHO OLCHUTH IIHPHUHY IOJOCHI M OLCHUTH 3(1)(1)CKTI/IBHOCTL

(creneHb pa3MbIBaHUs) Xpomarorpaduyeckoil KoMoHKH. COrinacHO TEOpUH TEOPETUYECKHX

TapesioK BCs XpomaTorpaduyeckas KOJIOHKAa COCTOUT U3 Psiia paBHOBECHBIX 30H (TEOPETUUYECKHUX

Tapesnok). BpeMs ynep)kuBaHus MponoOpLHOHAIBHO YUCTY TEOPETHUECKUX TapesoK:

0

N = 5,54(t,/M,,)’

«

t

Puc.

2.3.

r

Ornpenenenue

qucia
TeopeTnyeckux tapenok (N) mo mapamerpam
TTUKA

tp =kN,
rrae k — Koo puuueHT nponopIrHoOHaATEHOCTH.
[lIuprna mnosockl | cBszaHa ¢ N

CJEAYIOIIUM COOTHOILIEHUEM

pu=k-4IN

N3 3TUX COOTHOLIEHUN CIIEAYET, YTO YUCIIO
3G (GEKTUBHBIX TEOPETUYECKUX TAPEIIOK JIETKO

ONpeAeNuTh W3 XPOMATOIPaMMbl, 3Has BpPEMs

yIEpKUBAHMS U IIUPHUHY MHKA:

N=16(2),
7,

OJIHAaKO B JIaHHOM cClly4yae |l — IIMpUHA IUKa y OCHOBaHUS, OJHAKO JaHHOW (opmyoi

M0JIb30BaThCsl HEYTOOHO, MOCKOJIbKY HEOOXOAMMO MPOBOAUTH KacaTelbHbIE U3 TOYEK repernda

K CTOpPOHaM IIHMKa4, IMO3TOMY Ha IPAKTHKE, Iropasgo 4vame s OIIPEACIICHUA N HCIOJIB3YIOT

opmyiry:

N =5.54(

Ir

Hia

2
)", THe W, — UIMpUHA TUKAa Ha TIOJIOBUHE €r0 BBICOTHI. [, — BEJIMYMHA,

KOTOpasi IOCTaTOYHO JIETKO OIpeeNsieTcs B 3KcnepuMenTax (puc. 2.3).
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BricoTa, sxBuBanieHTHas Teoperndeckoi tapenke H (BOTT), onpenensercs oTHOIICHHEM
JUIMHBI KOJIOHKHU K YUCITYy TEOPETHUYECKHUX TapesoK:
H=L/N
BOTT wumeer pa3smMepHOCTh JUIMHBI M 4acTO M3MEPSIETCS B MWUIMMETpax. biaromaps
JIETKOCTH orpeaeneHus BenuduHbl H 1 N IIMpoko UCconb3yroTcs Ha IPaKTHKE.

Pasmviearnue nonoc 6 xpwwamozpad)uqecxod KOJIOHKe

B xpomarorpadudeckoii KOJOHKE MPOMCXOIUT
OTHOBPEMEHHO [IBa IIPOLECCA: pa3[eJICHHE BEUIECTB U
pa3MbIBaHHUE MOJIOC Pa3AeisieMbIX BeulecTs. PasnencHue

BEIIECTB — LIeJb Xpomarorpaguu (TO €CThb IOJIE3HBIH

nporiecc), pa3MbIBaHUE BCETIa MPUBOANT K YXYAILICHHIO
pasnenenus. Pasznenenne  oueHWBaeTCS  pa3HOCTHIO
BEJIMYUH yJIep>KuBaeMbiX 00beMoB AVy (puc 2.4), uem

Oosblile 3HAUYEHUE DPA3HOCTH BEIUYMH YAEPKUBACMBIX

I
I
I
I
I 00BEMOB, TEM JIy4IIIe IPOUCXOIHT Pa3zciiCHUE.
Puc. 2.4. Ouenka pa3aeiuTeNbHON

CIOCOOHOCTH XpoMaTorpapuueckoit
KOJIOHKH pasjeneHue He IPOUCXOAUT M3-3a 3HAYUTEIBHOTO

OnHako MpyU OJHOM M TOM K€ 3HadeHue AVy

pa3mbIBaHUs TUKa BeumiectBa. [Ipu BbIOOpe ycioBuit
NPOBEICHUS XpOMAaTOrpahudecKoro pasaeneHuss OOBIYHO CTApAIOTCs] MUHUMH3HPOBAThH ITUPUHY
MOJIOCHI |1 U YBEJIMYUTh 3HaueHue AVy.

Paznenenue ompenensercs mpupooil copbeHTa U copbara, TeMIeparypord mpu KOTOpOn
IPOUCXOAUT DA3ACICHUE, U B KOHEYHOM HTOIE€ pa3jIMUUEM 3HEPIUU MEXKMOJIEKYJISIPHOIO
B3aMMOJICHCTBHSI copOaT-copOeHT. Ha oCHOBaHWUW OIpENelICHHBIX CBEICHHN 00 ancopouuu
MOKHO CyAMTb O BO3MOXKHOCTH MpPOBEIEHUS Xpomarorpaduueckoro paszaeneHus. CopOuus
CBs3aHA CO CTaTHKOW xpomaTorpaduueckoro mpormecca. OmHako Haubosee CyIECTBEHHBIM
OTJIMYUEM XPOMATOrpa(uyecKoro mporecca OT CTATHUECKUX YCIOBHH COPOLMU 3aK/IIOYaeTcs B
TOM, YTO TPH THPOXOKACHUU XPOMATOTPa(PUIECKON KOJIOHKH MPOUCXOIUT MHOKECTBO AKTOB
copOIMH-aecOopOLMM, YTO TMO3BOJSET pa3leNsaTh BeUIeCTBa JaXe ¢ Majlod pa3HHULEeH B
COpOMPYEMOCTSIX.

Pa3MbiBaHHE 30H OMpenenseTcss Tpems, CUUTAIOUIMMHUCS HE3aBUCHUMBIMH, (hakTopamu:
HEPaBHOMEPHOCTBIO JIBIDKEHUS MOTOKA TOABIKHOW (ha3bl, MOJEKyJsipHOUW auddysueit u tem,
YTO CHUCTEMa HE JOCTUIaeT COCTOSHHUS paBHOBECHS. DTOT MOJXOJ OTpakaeT ypaBHeHue Baw-
Heemrepa

Ypasnenue Ban-Heemmepa
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Bnusiaue ckopoctu raza-nocutesnst U Ha BBICOTY, SKBUBAJICHTHYIO TEOPETUUYECKON Tapeike,
MOKa3aHO Ha PUCYHKE 2.5, KOTOPBIN sBIsETCA rpaduuecKUM IMpeCTaBICHUEM ypaBHeHUsT BaH-
Heemtepa. B ynpoieHHol hopMe 3TO ypaBHEHUE UMEET BU/I:

B
H = A + E + C . U

HA [locTosiHHas A y4MTBIBa€T HEPABHOMEPOHOCTH
ABHUKCHUA ITOTOKA HOI[BH)KHOfI (1)3351 N Ha3bIBACTCA
Buxpeauddy3noHHbIM  dieHoM. OHa  ONHUCHIBAET
3aBHCUMOCTh BBICOTHI TEOPETHYECKOW TAPEIKH OT
HEOJTHOPOJHOCTHU MOTOKA Yepe3 MOPUCTYIO CTPYKTYPY

HAaOWBKM KOJIOHKH. B OONBLIMHCTBE MPAKTUYECKHX

min

B/U__T MPUIIOKEHUI 3TOT YJIeH MOKET OBITH

EEEEEY anMPOKCUMHUPOBAH CJICTYIONUMUA COOTHOIIICHUEM

A=2-1-d > THC A - KOHCTaHTa, 3aBHCSIIAS OT

Puc. 2.5. 3asucumocts BITT oT  pporpocrn maGusku KOJIOHKH, d), — CPEHUI THaMeTp
CKOPOCTH TTOTOKA ra3a-HOCHUTEIIS
JaCTHI] HAOWBKHU.
CornacHo ypaBHeHnroBan-/[eemrepa Bkiaa BuxpeBoit 1udPy3uu B yBeIMUCHHE 3HAUYCHUS
H manbonpmmii, ajis CHIDKEHHS 3TOTO BKJIaJia TpeOyeTcsi HaOMBaTh KOJIOHKY COPOCHTOM C Kak
MO>KHO OoJiee 0JIMHAKOBBIMH 3€pHAMHU.
Unen A paBeH HYNIO A OTKPBITHIX KAMWUISIPHBIX KOJIOHOK, KOTOpPHIE HE COJAep)Kat
HaOMBKH, a UMEIOT OTKPBITOE TMOIepeyHoe ceueHue. B pesynbpraTe ypaBHenue Ban-Jleemtepa

npeobpasyercs B ypaBHeHHe [ ones:

H=£+C~U
U

Bropoii wien, B/U, yuuTtsiBaeT pacimpeHne nojockl, BbI3BaHHOE PO10JbHON quddy3ueit
MOJIEKYJI paCTBOPEHHOT'O BEILIECTBA B Ta30BOM (haze BO BpeMs MpeObIBaHUs UX B KOJIOHKe. [1Jis
napamerpa B, oTpaxaromero BkiIaa MoeKyJsipHod muddysun B obmuit auddy3nonHsii
nporecc (Ipu yCIOBHM YTO OH NPOTEKAeT B CPEE, 3alOJIHEHHOM 3€pHHUCTBIM MaTEpUalIOM),
CYIIECTBYET 3aBUCUMOCTb:

B=2-y-D,, raey — Ko3pPUUMEHT U3BUIUCTOCTH HAOUBKH KOJIOHKH, Dy — KO3 duureHT

MOJIEKYJISIpHOM U Y31 pacCTBOPEHHOIO BEIIECTBA B ra3e HOCUTENe. TpeTHil wieH ypaBHeHHUS,
C-U saBnsercs Haubojee CYLIECTBEHHBIM IpH oOIpeneleHud 3(P(GEKTUBHOCTH KOJOHKH MpPU
paznuuHbIX ycioBUAX. OH  BbIpaXkaeT CONPOTUBJIEHHE MAcCCO-IIEPEHOCY B  KOJIOHKE,

MPENATCTBYIONIEE MIHOBEHHOMY YCTAQHOBJIGHHIO pPAaBHOBECHS B paclpelesieHUH MOJEKYJ
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PacTBOPEHHOTO BEIIECTBA MEKIY I'a30M HOCUTENIEM U HemoABIKHOU (hazoii. [Tapamerp C moxeT
OBIT IIPEJICTABIIEH BUJIE IBYX YJICHOB!

C=C,+C,, tne Cy — CONPOTHBICHHE MACCOINEPEHOCY B moiswkHOW ¢ase, Cs —

COIPOTUBIIEHHE MACCONEPEHOCY B HemnoiBMKHOU (asze. Comporusienue macconeperocy C, B

ra3oBou (1)8.36 OIMUCBIBACTCA CIICAYIOIINM YPABHCHUCM!

r? (1+6K, +11K°
C g = , rie Dy - xoadduuuent nuddysun pacTBOPEHHOro

D 241+ K,%)

g

BCIIIECTBA B Ia3ec, r — IUaMeETp KaHHHﬂpHOﬁ KOJIOHKH, Ke — KOS(I)(l)I/II_[I/IeHT CMKOCTH.

COHpOTI/IBJ'IeHI/IC MEpCHOCY B HEIIOABMKHOM (1)3.36 OIMUCBIBACTCA YPABHCHUCM:

d 2K’
Cs = - ———>— |, rae dr — ToNmmMHa CI0g HEMOABMKHOU (asbl, Dy — koo dument
D (4(1+K))

nuddys3un B HEMOABMKHOM (ase.

2.3Ilonamue o cmenenu pazoenenus, Ihekmuenocmu u cereKmueHoCmu

Pemaromum MOMEHTOM TipH pa3pa0dO0TKEe METOIMKH Tra30XpoMarorpaduveckoro aHaimsa
SBISICTCS ~ OTpE/ICIICHUE BEJIWYMHBI CTENEHH Tra30-XpoMaTorpaduveckoro  pasesieHus,
HeoOXoauMon i JoctrkeHus nenu. CTeneHb pa3feleHus B Xxpomatorpaduu omnpesensercs
CJICIYIOIIUM 00pa3oM:

_ 2 (tg —ty)
Wy, +W,)
I7i€ fg — BpeMsl yIepKUBAHUSI COeTUHEHUH I U j, W, — IIMpUHA MHKa Y OCHOBAHUSI.

Crnoco6HOCTh XpoMaTorpaduyecKkol CUCTEMBI pa3feNaTh "KPUTHUYECKYIO Hapy" BEIECTB
(T. . A1Ba HamboJee TPYIHO Pa3ACIIEMBIX COSAMHEHNUS) 3aBUCUT HE TOJIBKO OT UX aOCOTIOTHBIX
BPEMCH yACpKHUBAHWS, HO U OT (OPMBI NMHUKOB ITHX COCAUHCHHMA, T. €. OT 3DdekTuBHOCTH
pa3aenuTEIbHON KOJIOHKH.

OAMHAKOBBIX BENWYMH pa3pelieHuss (CTeTeHW pa3AeNieHus) MOXKHO JOCTHYb MPHU
UCTIOJIb30BaHUM KaK BBICOKOA((EKTUBHBIX XpPOMATOrpaMUecKUX CHUCTEM, TaK U CHCTEM C
HU3KOH 3¢ dekTuBHOCTRIO (puc. 2.6). CTeneHb pa3leicHHs SBISCTCS CIOXKHOW (QyHKImen
CICAYIOMUX  XpoMmaTorpaduyecKnux  TapaMmeTpoB:  yAep)KuBaHHs, dS(PPeKTUBHOCTH U

CCIICKTUBHOCTHU XpOM&TOFp&(I)H‘IGCKOfI KOJIOHKH

R= nia-1 K, ,
4\ «a K, +1

rac n - Bq)(l)eKTI/IBHOCTB KOJIOHKH, BbIpaKacMas 4HUCJIIOM TCOPCTHYCCKUX TApPCJIOK; 4 — (I)aKTOp

cenekTuBHOCTH; K. — ko3 dunment uzpneueHus, win ko3huiueHT eMxkoctu KoJoHku. Ecim
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MUKW UMEIOT BUJ KpUBOM ['aycca, To U1 uener aHainusa pa3aeieHue MOKHO CUMTATh MOJHBIM,
ecin R>1.

JUis  HacaJouyHBIX  KOJIOHOK, XapaKTepU3YIOLUIMXCS  HU3KOM  3¢ddekTuBHOCTHIO,
HauOONBIIMK BKJIAJ B BEIMYMHY pa3pelIeHUs] BHOCUT CEJIEKTHBHOCTh (puc. 2.6). Otum
00BSICHACTCS HEOOXOJAMMOCTh IIUPOKOTO acCOpTUMEHTa HemoJBMXHBIX (a3 (H®D) B razoBoii
Xpomarorpauu ¢ HacagO4YHbBIMM KOJIOHKaMH. B ciydae BBICOKOA((PEKTHBHBIX OTKPBITHIX
KalWUIPHBIX ~KOJOHOK Takash CTENEeHb pAa3pelIeHUs] JIOCTUTaeTCsl C HCIOJIb30BaHHEM
HecKoJbKUX BeIOpaHHbIX H®. Kpatko paccMoTpum moHATHA 3PPEKTUBHOCTH U CEIEKTUBHOCTU

B Ta30BOi XpoMaTorpaduu 1 B3aMMOCBS3b 3TUX MTApPaMETPOB MPH ONTUMHU3AIIUH Pa3ACICHHUS.

Huskasn DPbheKTUBHOCTh pa3ieieHus - 93TO
3hPEeKTUBHOCTL (1) (b(i) pasa
Hacapo4Haa
KOMOHKa . Mepa pacHIMpEeHUs] 30HbI BEIIEeCTBA MPH €ro
bICOKaA
CeNnekTUBHOCTE (%) 1nOX 03K IEHHH yepes KOJIOHKY.
Buicokas OddexTuBHOCTD ompeensieTcs
KanunnspHas achdpekTmBHOCTL (1)
KOMOHKa TR COOTHOIIICHUEM  BPEMEHH  yJEepPKUBAHUS
CEenekTUBHOCTL (o)
BEIIECTBA M IMOJYLIMPUHBI €ro IMHKa.
Puc. 2.6, OgunakoBoe  pasjeneHue, .
focTHTaeMoe B Ta3oBoif xpomatorpapum ¢ OPdexrusHOCTH Xpomartorpaguueckoi
KalWUIAPHBIMU U HACAIOYHBIMHU KOJIOHKaMH KOJIOHKH BBIPAKACTCS YHCIIOM

TEOPETUYECKUX TapesnoK ((opMysbl Ul pacueTa YMcila TEOPETHUYECKHX TapesioK NMPHUBEIEHBI B
pazmene 2.2.1), yeM OOJIbIIIE YHUCIO TEOPETHYECKUX TApEJIOK W MEHBIIE HMX BBICOTA, TEM
007b111YI0 3G (HEKTUBHOCTH UMEET KOJIOHKA.

Jlpyroii Mepoil orieHkH 3(h(HEeKTUBHOCTH KOJIOHKU SIBIsieTCs 4ucio paszzuenenuit (TZ). Dra
BEJIMYMHA JTOBOJIBHO YacTO MPHUMEHSETCS B KaMMJUIAPHOW Xpomartorpaduu. Uucno pa3aeneHuid
ONpeNieNseTcsl KakK pa3pellleHHe JBYX IHMKOB COCEJHMX WIEHOB TI'OMOJOIMYECKOro psja,
otnuyatomuxcs -CH,- rpynmoif, u paccuMThIBaeTCs O ypaBHEHHUIO:

tR(N+1) —lry

/4 + Wiy

R(N+1)

TZ = -1

JpyrumMu clioBaMH, YHCIO pa3felieHud — YHUCIO MHUKOB, KOTOpbIe MOTJIKM Obl OBITH
pa3aeneHbl MeXy NMUKaMHU JABYX COCEIHUX rOMOJIOroB. Pacyer yucina pas3aeneHui Mmoka3aH Ha
puc. 2.7. Kak cneayer u3 mpuBEIEHHBIX NTAHHBIX, JIJIS KAMWLIIPHON KOJIOHKH YHCIIO pa3aeieHui
MeX1y MUKaMH HOPMaJIbHBIX YriieBoJoposioB Cix u Ci3 Gonee ueM B 3 pasza MpeBbIIAET YUCIO
pazzieseHul, MOJyYEeHHOE B AaHAJIOTMYHBIX YCIOBUSIX Ha HAcaJO4yHOHM KojoHke. Ha xanumspHoit

KoJioHKe Mexy nukaMu Cj 1 Ci3 MoxeT ObITh pa3zaesnieH 21 nuk, a Ha HacaJl04uHOi — MeHee 0.
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—— Cnenyer Takke OTMETUTb, YTO
.

BeinunHa 17 cBs3aHa ¢ HHIEKCAMU

Oxranon-1
ng‘m KoBaua, 3nHauenme TZ nns 1Byx H-
Hadranus aJIKAaHOB PacCUUTHIBAaeTCA MO popmyre:
100
TZ =——-1.
Al
" | [Toaromy, eciu JUISt napel
i -Cia

COG,Z[I/IHGHI/Iﬁ HaM H3BECTHbI HHIACKCHI

Kanmapﬁan KOJMIOHKA Hacagoynas xonoHka

KoBaya, To U3 NpHUBEIEHHOTO yPAaBHEHHUS
Puc. 2.8. Onpenenennie yncia pa3aeiaeHuil B ra30BOM
Xxpomartorpaduu ¢ KaOWUIIPHBIMH U HAacaJOYHBIMH
KOJIOHKaMH. 3Hauenue TZ. Hanpumep, s paszaencHus

JICTKO MOKHO pacCUnuTaThb Tpe6yeMoe

IBYX  KOMIIOHEHTOB C  HWHJAEKCaMHU
yaepxkuBanus 1270 u 1274 (Al = 4) tpebyercs komonka ¢ TZ = 24, TO €CTh TOJHOCTHIO
pa3feNuTh 3TH KOMIIOHEHTHI Ha KaNWJUISPHOW KOJIOHKE B YCIOBHSIX, MPEACTABICHHBIX Ha PHC.
2.8 He yaacTesl.
B xpomarorpaduu ceneKTHBHOCTh YacTO OLEHHMBAIOT BEITMUYMHON O, PABHOW OTHOIIECHUIO
UCTIPABJICHHBIX YAECP)KUBAEMBIX 00BEMOB WIJIM BPEMEH YICPKUBAHUS JIBYX COCEIHHUX IMHUKOB!
t'Rl I/'Rl Kl
a=—"-=—"=—-11e K, u K; — koappurments pacrpeaenenus.
t'RZ V'RZ KZ
[Ipu o = 1 BemiecTBa HE pa3ACNSIIOTCS, pa3eIeHUe BO3MOXKHO TOJbko mipu a>1. Takas
OILICHKa 0L OY€Hb yJI00HA, MOCKOJIBKY IMO3BOJISIET OLEHUTh CEJIEKTUBHOCTh HEMOCPEICTBEHHO M3
XxpomaTorpaMM. A Tak Kak BeJMYMHA O paBHA
OTHOIIEHUIO KOA()(PHUITMEHTOB pachpeaesieHus, TO TI0
HEll MOXKHO JIETKO OIICHHTH pa3luyhe B CBOOOTHBIX
SHEPrusax IByX KOMIOHEHTOB A(AG):
A(AG)=-RThh«a
Uucno TapenoKk HEOOXOAMMBIX ISl TOJTHOTO

paznenenus npu R=1, paBHo:

a
N = 16(—)[(K, + (K, D], rae
a-—1
Lpa — 1y o
Ne~1000 K,=—— - xo03p(puuueHT eMKOCTH paBHBbIH
i'd ] 1 fo
10 [ 12 e
OTHOIICHHUIO WCIPBAJICHHOTO BPEMEHH YACPKUBAHUS K
Puc. 2.9. 3aBucuMocTb 3P PEKTHBHOCTH p P yAep
(N) or cenekTHBHOCTH o ipr R=1 BPEMEHH YJICP)KUBAaHUU HECOPOMPOBAHHOTO BEIIECTBA.
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Ecnu paccmotpets rpaduueckyto 3aBucuMocth Mexay N u o (puc. 2.9). Ilpu o=1.02 s
nojHoro paznenenus R=1 tpedyercs 42000 Tapenok, npu o=1,04 — 10000. To ecTb ynyumeHue
CEJICKTHBHOCTH Ha 2% CHIDKaeT TpeOoBaHME K KOJIMYECTBY TEOPETUYECKUX Tapesiok B 4 pasa.
[ToBeimeHNE CENEKTUBHOCTH 10 0.=1.12 MpUBOANT K YMEHBIIECHHUIO TpeOoBaHmii 3P PeKTHBHOCTH
B 30 pa3 (1400 Tteopermueckux Tapenok). ClenyeT OTMETUTh, YTO YHCJIO TEOPETUYECKUX
TapeoK CBS3aHO C JJIMHHON XpomaTorpaduyeckod KOJOHKU. TakuMm oOpa3oM, MOBBIIMICHHUE
s¢dextuBHOCTH pazaeneHuss Ha 10% MO3BOJISET yMEHBIIUTH UIMHY XpoMarorpapuueckoin

K0JIOHKH B 30 pas.

2.4 Bnuanue napamempog IKCnepumeHma Ha Xxpomamozpagpuueckoe
pazoenenue

Bnuanue memnepamypbl

TemnepaTypa KOJOHKM — OJMH M3 OCHOBHBIX MapaMeTpPOB, BIMSIOIIMX HAa BpeMs
pa3lenenus, CeIeKTUBHOCTD pa3esieHus, a TAaK)Ke Ha pa3MbIBAaHUE XPOMATOTrpaduiecKuX MoJioc.
CopOupyeMoCTh BelIeCTBA CHJIBHO 3aBUCUT OT TeMIepaTypbl, MO3TOMY HW3MEHEHHE
TEMIEPaTypbl B IIMPOKUX IMpeaesaX MO3BOJISIET W3MEHATHh BpeMs yaepkuBaHus. bosbiine

BO3MOJXHOCTHU OACT TAKKC U3MCHCHUC TCMIICPATYPbl BO BpCMCHHU U IO JJIMHE CJIO4.

Ig VoA A IgV A B VY nenbHbIH
yIEp>)KUBACMBIN o0beM
IPOMOPIMOHATIEH
Ko unmeHTy I'enpu
V.~KSL, rne S — nnomans
Q=19,23 tg(w) : .
. : ; ceueHus KoaoHkKH, L — eé
1/T /T, YT, 1T jnuma. U3sectHO, 4TO:
Puc. 2.10. 3aBucuMocTh /g Vi 0T 00paTHOH TeMIIEPATYPLI
g p paTtyp K~Ae?" e A —
KOJIOHKH.

KOHCTaHTa, Q - TCILJIIOTa

copbumu; R — razosas mocrosHHas; T — Temmeparypa B K. OO0beauHuM JBa NpeblIyLINX
. Q/RT _ 1 Q/RT o
ypaBHeHMs U nostyuuM: V, = S-L-A4-e =B'e . Takum 00pa3oM, ynepkuBaeMblii 00beM

CBSI3aH C TEMIIEPaTypOil IKCIOHCHIIMATHHON 3aBUCUMOCTHIO0. BO3bMeEM JecCSITHUHBIN JIoTapudm

0T 000MX YacTel ypaBHEHHUS, U MOTYUUM:

0
lgV, =B"+—=—
Bz 2,3RT

I'padpuueckue 3aBucumoctu Ig Vi oT oOpaTHOW TeMIiepaTypsl NpuBeAeHbl Ha puc. 2.10.

I[J'ISI ABYX COCCIHHUX IMMKOB Ha XpOMATOIrpaMMeC 3TU 3aBUCUMOCTU 0OBIYHO BBIIVIAAAT TaK, Kak
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nokaszano Ha puc. 2.106. U3 aToro pucyHka cienyer, 4To MOBBIIICHUE TEMIIEPATyPhI TPUBOANT K
YMEHBILIEHUIO PAa3HOCTU  YACPKUBAEMBIX OOBEMOB, YTO NPUBOJUT K YMEHbBIIECHUIO
cenieKTUBHOCTU. OHAKO AJIi HEKOTOPBIX BEIIECTB TeMIIEpaTypHbIE 3aBUCUMOCTH MOTYT BECTHU
cebst Tak, Kak Mmoka3aHo Ha puc. 2.10a — HaKIOHBI AJiE OOOMX BEIUIECTB OJMHAKOBEHI, ITO
03HAYaET, YTO TEIUIOTHI COPOLIMHM JIBYX BEILIECTB OJIMHAKOBBI, YTO BO3MOXHO B CIIy4yae U30MEPOB.
B sTOoM ciyyae u3mMeHeHHe TeMIepaTyphbl He IPUBOJIUT K YMEHBIIEHUIO CEIEKTUBHOCTH.

Jl5ia pazneneHus CIOXKHBIX CMECe, TeMIepaTypbl KUIEHUS KOMIIOHEHT KOTOPBIX CHUJIBHO
pa3nuyaroTcs, WCHOJb3YIOT IMOJIXOMA, CBS3aHHBIM C IMOBBIIIEHUEM TEMIIEPATyphl KOJIOHKH BO
BpeMeHH. Pa3neneHne Takux CJIOXKHBIX CMecell Ha OJHOM KOJIOHKE 3a MpPUEMIIEMOE BpeMs
HEBO3MOJKHO, Ja)K€ €CJIM CEJIEKTUBHOCTH MO3BOJIAT pa3lesiuTh BCIO cMmech. Jlns pasneneHus
HU3KOKHITSIIIAX KOMIIOHEHTOB HEOOXOJUMO HCMOJIb30BaTh HUBKYIO TeMIepaTypy KOJOHKH,
OJTHAKO B JIAHHOM CJly4yae BBICOKOKUILAIIME KOMIIOHEHTBI CMeCH OyayT 3II0HpOBATHCS

JIOCTaTOYHO JUINTEIBHOE BpEMS.
I I w Ecnm ke MCnomb30BaTh BBICOKYIO
a A N o TeMIlepaTtypy, IpH  KOTOPBIH

BBICOKOKUITAIIINEC KOMITOHCHTHBI
’ M__j\ A—' JIIOUPOBATIM 32  MPUEMIIEMOE

BpeMsi, He OylIeT NpPOUCXOAUTH

pasacicHue HU3KOKHUITAIINX

[

KOMIIOHEHTOB. Takme cMecH B

Puc. 2.11. XpomaTorpamMMbl CME€CH KOMIIOHEHTOB C
HIMPOKUM JHala30HOM TEMIEpaTyp KUIEHHs: a) NHpu
HU3KOW  TeMmmeparype (MOJHOE  pa3aeneHue, Ho Oyzmer pasjienutb TONbKO B 2-3
JUINTEIBHOE BpEMs yAEPKUBAHUS U CUJIBHOE pa3MbITHE
MUKOB BBICOKOKMIIAIIUX BEIIeCTB) O) TpHU BBICOKOU
TeMIiepatype (BpeMsl pa3feNieHHs COKpallaercs, Ho  TeMIeparypax, 6o Ha
HepBble KOMIOHEHTHl HE pa3felsioTCs) B) B PEKUME
IPOrpaMMUpPOBAaHUs TeMIepaTyphl (MOnHOE ObIcTpoe
pasneneHue, y3Kue IMiKH). HpOrpaMMUpOBaHNs TEMIIEPATYPbI

HU30TCPMHUYCCKOM PCKUME MOKHO

npruema npu Pa3IMYHBIX

pa3IM4YHBIX KOJOHKax. B pexume

TaKkylo 3aJjayy MOXHO PElINTh 3a

OJIMH UK aHanmu3a (puc. 2.11).

Brusnue I’lDuDO()bl cop6euma

CopOeHT B OCHOBHOM OIPEIIEISICT pa3Iuine MapaMeTpoB YIACPKUBAHUS, B 4aCTHOCTH AVy.
CreneHp pa3ieieHUs MPSIMO MPOMOPIIMOHANIBHA PA3HOCTH yIIEPKUBAEMBIX 00BEMOB U 00paTHO
NpanopIoHalibHa CyMME IIUPUH TIOJIOC JIBYX BEIIECTB, a CJCIOBATEIBHO MPOMOPIHUOHATIbHA
pazHoctu kod(pdunuentoB ['eHpu, U 0OpaTHO MPOMOPLHUOHANEHA A0OCONMIOTHOMY 3HAYCHUIO
ko3P uImeHToB ['eHpH, TOCKONBKY TpH yBenudueHun kodddumenra ['eHpu mpomcxoaut

YBCIIMYCHUEC IHUPHUHBI ITOJOCHI BEIICCTBA Ha XpoOMaTorpaMme. 33,[[3‘13 OIITUMH3alIUH B JaHHOM
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Clly4ae CBOJUTHCS K TOMY, YTOOBI 10J100paTh TAKOW COPOEHT, /1151 KOTOPOro MPU MaKCUMaIbHOM
paznuuune kodhduruenTs! ['eHpr ObUTM MUHHUMATHHBI.

Jnuna koionku

CreneHp pa3feneHus MPOIMOPIHOHATbHA KBAaJPAaTHOMY KOPHIO M3 JUIMHBI KOJIOHKH.
OpHako Ha TPaKTUKE CTENEHb pa3ieiieHHs NPU YBEIHMUCHUH JITUHBI KOJIOHKH YBEIHMUUBACTCS B
eme MeHblIed creneHd. [Ipum MCTIONB30BaHUM KOJOHKHM OOJNBINOW UIMHBI HEperaj JaBICHUS
BO3pAcTaeT, a, CJIe0BaTeIbHO, CHIIBHO MEHSETCS CKOPOCTh IMOTOKA MO JUIMHE KOJOHKH, TO €CTh
HEKOTOpBIE KOJIOHKH OyIyT paboTaTh HE B ONTUMAJIbHOM pEXUME.

HDMDO()CZ 2as3d-Hocumei

B razoBoit xpomaTtorpaguu npu HeOOJBIIMX AABICHUAX Ta3bl HOCUTEIN MPAKTUYECKU HE
a7icopOHpyIOTCs, MO3TOMY MPUPO/IA Ta3a HOCUTENS NMPAKTHUECKU HE BiIUsAeT Ha 3(h(PeKTHBHOCTH
pasfeneHus, 3a MCKIIOYEHHEM HEKOTOpBIX CIy4yaeB IIPH pa3leleHUMHM Tra30B Ha aKTHBHBIX
TOHKONOPHCTHIX aJCOPOCHTAX WM TpPH HWCHOJIB30BAHWM Ta30B-HOCUTENECH ¢ J00aBKaMH
CHJIBHOCOPOMPYIOIIUXCS BEILECTB, B YACTHOCTH BOJBI.

Cxopocmb eaza-nocumens

CKopocTh Ta3a-HOCUTENS — OAMH M3 BAXHEWIIMX IMapaMeTpoB XpoMaTorpapuueckoro
onbiTa. OH OKa3bpIBaeT OOJNBIIOE BIMSHUE HA YPPEKTHBHOCTD, a, CIECIOBATEIHHO, U HAa CTETICHb
pasnenenus. ['paduk 3aBucumoctd BOTT OT cKOpoCTH Tra3za-HOCHUTENsS] UMEET BHUJ KPUBOU C
MHUHUMYMOM, YTO coOrjlacyercssi ¢ ypaBHeHHeM Ban-/leemerpa. MHHUMYM COOTBETCTBYET
Haubonbiei 3¢ dexTuBHOCTH XpomaTorpaduueckoit kononku. ['padux (puc. 2.12) nokassiBaer,
YTO JUISl KaXIOW KOJIOHKM HMMEIOTCS ONTHUMAJbHBIE IPENENbl CKOPOCTEH, NpU KOTOPBIX
JOCTUTAeTC MakcUMalibHasi 3((GeKTUBHOCTh.  [IpH MCMONB30BaHUM CKOPOCTEH Ta3a MEHbIIE
ONTUMAJIbHBIX pa3MblBaHuEe OyAeT BO3pacTaTh 3a CUET CHJIBHOIO BKJIaJa MOJEKYJISIPHOU
mupdy3un B BenmunHy BOTT. Ilpu wucnonb3oBaHMM CKOPOCTEH ra3a-HOCHTENS BBILIE

ONTHMAaJIbHBIX

H, Mmm A
pa3MbIBaHUE TaKxke OyJeT

BO3pacTartb, HO 3a CYET
3aJIepKKH  MaccooOMeHa.

Cpennue onTuMaibHbIC

CKOpPOCTH raza MOryTt

Kojebarect OT 2 10 5

1
1
: cm/c B HAaOMBHBIX
1

> KOJIOHKax B 3aBUCHMOCTHU

Ui u u, cM/c

onT.

oT Ttuna copbenra. B
Puc. 2.12. 3aBucumocts BOTT oT ckopocTu noToka rasa P

KalmUWJIJIIPHBIX  KOJIOHKax
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ONTUMAJIbHBIE CKOPOCTH cocTaBisitoT 10-15 cm/c.

Pasmep npoboi

Pa3mep BBeneHHOI MPOOBI aHATM3UPYEMOM cMecH JOJIKEH ObITh TAKUM, YTOOBI HE BHI3BATh
neperpy3Ky KojloHkW. llpu BBemeHMu OONbIIE MAaKCUMAIBHO JOMYyCTHMOW HAYMHAET
YBEJIMYMBATHCS HAYaJIbHAS IIMPHHA IOJOCHI, U HAYMHAIOT MEHATHCS BPEMEHA YACP>KUBAHMS.
MakcumanbHO AOIMYCTUMOE KOJUYECTBO JO3UPYEMOTO BEIIECTBA MOKHO YCTaHOBUTH, IIOCTPOUB

rpauK 3aBUCUMOCTH BPEMEHH YAEp>KUBaHUS OT pa3zMepa MpoOsbl.
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Tun marepuana Yro naer merox XapakrepHble YciaoBus cbeMKH

OrpaHHYeHHs HA

CTPYKTYpY U

cBOICTBa 00pa3ua
I'a3oceneKTUBHBIE 3HaveHue BeMUuHbl | [IpoHUIIaeMOCTh [Ipu uccnenoBaHUM ra30MPOHUIIAEMOCTH M Ta30CEICKTUBHOCTH T10 JIETKUM Ta3aM
MeMOpaHBbI ra3onpoHUIIAEMOCTH | MeMOpaH J0HKHA (H,, He, CH4, Ne, CO, Nj, O,, Ar) HeoOX0AMMO HCIIOJI30BaTh KAMWIISPHYIO
(kak MeMOpaH 1o JIeKaTh B JUala30He KOJIOHKY C HAMOJHEHHYI0 MOJIEKYJSIPHBIMH CHUTaMH, TOTOK Ta3a HOCHUTEIs

HEOpTraHUYeCcKue, TaK
Y TIOJTUMEPHBIE)

Pa3TUYHBIM Ta3aM;
3HaueHus
ra30CeIeKTUBHOCTH
MeMOpaH 1o
Pa3IMYHBIM ra30BBIM
cMecsiM

ot 4*10 10 400
M/(M**aTM* gac)
Pa3mep memOpaHsbI
JIOJIKEH OBITH
JIOCTATOYEH ISt
3aKperieHus e€ B
JepKarens (auameTp
MeMOpaHsbI oT 7 10 25
MM)

OIpeAesAeTCs BHYTPEHHUM JTUAMETPOM KallWUIIPHOW KOJIOHKH, TemIlepaTypa
tepmoctata — 30°C. 3aTpyJHEHO HCCIIE0BAHME Ta30CEJIEKTUBHOCTH HA CMECH
OQ/AI'.

IIpu uccnenoBaHMM Ta30INPOHMLIAEMOCTH U Ta30CENEKTUBHOCTH MeMOpaH I1o
yraenopoaam (ot CH, mo C4Hyp) m CO, HeoOXoauMO HCHOJIB30BaTh
KalWUIIPHYIO KOJIOHKY ¢ HamoiHurtesneM mnpomak Q. IloTok rasa Hocurens
3aBUCUT OT BHYTPEHHErOo JuaMeTpa KalWwUIIpHOW KOJIOHKH, TeMIepaTypa
TepMocTaTa Bapsupyercst ot 50 xo 200°C.

I'ereporennsie
KaTaJIn3aTOPHI

Karanutnueckas
aKTUBHOCTH, TOF,
CeJIEKTUBHOCTD
KaTanuzaTopa

Jl11a MeMOpaHHBIX
KaTaJn3aTopoB —
IrameTp MeMOpaHBbI
He MeHee 7 MM, JUTS
MOPOIIKOBBIX
KaTaJn3aTopoB Macca
HaBecku He MeHee 50
MT

[Ipn wuccnenoBaHue KaTalUTHYECKOM aKTUBHOCTH peakuuu okucienus CO
HEOOXOUMO  HWCIOJB30BaTh KANWILISIPHYIO  KOJIOHKY C  HAIOJIHCHHYIO
MOJIEKYJISIPHBIMU CHTAMH, HOTOK TIa3a HOCUTENSl OIpPEAENIeTCs] BHYTPEHHUM
JMaMETPOM KaNWUISIPHOW KOJOHKH. TemmepaTrypHas mnporpamMmma TepMOCTaTa
COCTOUT M3 2 yacTed — BBIAEPKKA IMPU MOCTOSHHON TeMIlepaType, B TEUEHUE
BPEMEHHM 3a KOTOpPOE€ M3 KOJOHKH BBIMAYT JIETKHE Ta3bl, 3aT€M HarpeB C
HOCTOSHHON CcKOpocThio 10 250°C, mis Toro, 4roObl M30eXkaTh HEOOPATUMON
anpcopoumu H,O u CO;, Ha MOJICKYJIIPHBIX CHTAX.

[Ipu wuccnenoBaHue KAaTaJIUTUYECKOM AaKTUBHOCTU B PEAKUHUAX, NPOAYKTaMU
KOTOPBIX SBJISIFOTCS OPraHUYECKUE BEIIECTBA C HEBBICOKOW MOJICKYJISIPHON
Maccoii (nanpumep, C,Hy unmu C3HqO) HeoOxo1uMo HCToNb30BaTh KAWL PHYIO
KOJIOHKY, HAaIllOJIHEHHYIO mosmmMepoM mpornak Q. [oTok rasa HocuTenst 3aBUCUT
OT BHYTPEHHEr0 JauaMeTpa KanWUISAPHOM KOJOHKH, TeMIliepaTypa TepMocTaTa
Bapbupyetcs ot 50 g0 200°C

B caywae wuccienoBaHusi KaTaIUTHUYECKUX peEakUUi, MNPOAYKTAMU KOTOPBIX
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SBISIFOTCSL BEILLECTBA, COJACpIXKAIUE APOMATHUECKUEe (PparMeHThl HEOOXOAUMO
UCIOJb30BaTh KOJIOHKY HAalOJHEHHYI0 MeTuinoaucuiokcaHoM. Ilorok rasa
HOCHUTENS 3aBUCUT OT BHYTPEHHEro JMaMeTpa KalWUIAPHOM KOJIOHKH,
TeMmIepaTypa TepMocTaTa Bapbupyercss or 150 mo 250°C, Temmeparypa
umkekropa ot 150 10 250°C (st Toro, yToObl HE MPOMCXOIUIO KOHAECHCAIIMU
IIPOAYKTOB PEAKIIMU B UHIKEKTOPE).

JUis  KauecTBEHHOro  aHajiu3a  MPOAYKTOB  KaTaIUTHUYECKON  peakuuu
NPEANOYTUTENIBHO HCIIOIb30BAHUE B MACC-CIIEKTPOMETPA B KAUECTBE JETEKTOPA.

TBepapie MaTepUabl
C pa3IMyHOM

V neapHas miomagb
IIOBEPXHOCTU

O6pa3er JomKeH
o0nanarh ynenbHOMI

Jliis u3MepeHus yenbHOM MIIOIIa Iy OBEPXHOCTH CMECh aJcOpOMPYIOIIErocs
BelecTBa (0OBIYHO a30Ta) C Ta30M-HOCUTENEM (TeITUEM) MPOITYCKAIOT Yepes

JUCTIEPCHOCTHIO U IJI0LIA/1bI0 KOJIOHKY C MCCIIElyeMbIM MaTepHaiOM JI0 YCTAaHOBJIEHUS a/ICOPOIIMOHHOTO
MIOPUCTOU nosepxHoctu oT 0,01 | paBHOBecHs. 3aTEM KOJIOHKY ITOMEIIAIOT B COCY/[ C JKUAKUM a30ToM. [Ipoucxoaur
CTPYKTYpOit 10 600 M*/T aZiIcopOITus a30Ta, TOCIIE 3aBEPIICHUSI KOTOPOU COCy YOUPAIOT M OBICTPO
HarpeBaroT KOJIOHKY 0 KOMHATHOW TeMIIepaTyphbl, PU 3TOM a30T
necopoupyercs, a COOTBETCTBYIOLIUIM MUK PETUCTPUPYETCS C IIOMOILBIO
XpomaTorpaduueckoro aerekropa. BeanmdrHa 1uiomaag nmKa a3ora
MPOIOPLIMOHANIbHA O0IIIeH MOBEPXHOCTH TBEPIOTO TeJa, MOXKHO ONpEAeIUTh
MOBEPXHOCTh HEU3BECTHOTO MaTepuaia, CpPaBHUBAs €€ C TUIONIaAbI0 TUKa
3TaJIOHHOTO 00pa3lia ¢ U3BECTHOW MOBEPXHOCTHIO U OJIN3KOM XUMUYECKON
IIPUPOIOM.
Kommo3unnonueie Brinenenus neryunx | Conpepskanue JIOC B IIpy wuccinegoBaHuWe BBIACICHUNM OPraHUYECKUMX BEIIECTB C  HEBBICOKOM
MaTepuasl ¢ OpraHUYeCKUX aTMocdepe HaJ MoJeKyJsipHoil Maccoit  (Hanpumep, C,H3;Cl) HeoOxoaumo HCIOIB30BaTh
MOJIMMEPHBIMU coenqurenuit (JIOC) B | oOpa3iiom He MeHee | | KamWUBIPHYIO KOJIOHKY ¢ HamoiHuTeneMm mnpomak Q. Ilotok rasa Hocurens
MaTpuLaMU nporecce crapeHust | MKr/i (B coyuae 3aBUCUT OT BHYTPEHHETO JAMAMETpa KamWUIAPHOM KOJOHKH, TeMmIeparypa
nojauMepa MEHBILIUX COJAEPKaHUM | TepMocTara Bapbupyercs ot 50 1o 200°C
HE00X0IUMO IIpu wuccnenoBaHuM BBIIEIEHHUS ~ BELIECTB, COAEPXKALLUE apOMaTHUECKHE
MPOBOJIUTH ¢dbparmenTel  (Hampumep, (QeHos) HEoOXOAMMO  HCIONIB30BaTh  KOJOHKY
MpeABapUTEIIbHOE HaIMoOJHEHHYI0 MeTWiInojlucuiaokcaHoM. IloTok raza HocuTens 3aBUCUT OT
KOHIEHTPHUPOBAHUE) BHYTPEHHEro JuaMeTpa KamwUIIpHOW KOJIOHKH, TeMIepaTypa TepMocTara
Bapeupyercs ot 150 no 250°C, temneparypa urxkekropa ot 150 mo 250°C.
I'eTeporennnie TemnepaTypHO- Macca obpasma He [Ipu mpoBeneHnH TeMIepaTypHO-IIPOrPaMMHUPYEMOTO BOCCTAHOBIICHUS (UITH
KaTaJlu3aTopbl nporpammupyemsie | Menee 50 mr. OKHCIICHHs) 00pasel] MOMEIAeTCs B HACaJOUYHYI0 XpOMaTorpaduyecKyro
METO/JIbI. Temneparypa KOJIOHKY, 3aT€M HarpeBaeTcs I0 OMpe/IeJIeHEHHON NporpaMme U MpH MOMOIIU
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OnpenenseTcs: Yucio
1 KOJIUYECTBO
MOBCPXHOCTHLIX WA

azcopOoIuu/necopOnum
rasa Ha oOpasiie He
JOJKHA MTPEBBIIIATH

netekropa no terionpoBoanoctu (ATII) peructpupyercst KonuuecTBO
MOTJIOLIEHHOTO T'a3a OKUCIUTENS (MJIM BOCCTAHOBUTEISI) IPH KOHKPETHOM
TEMIEpPAType.

00BEMHBIX (HOpM MaKCHMaJIbHO [Tpu npoBeeHNH TEMIIEPAaTPHO-TIPOrPAMMHUPYEMOH iecopOImu, oopasern
AKTHBHOTO JIOITy CTUMOM MOMEIIAETCS B XpOMATOTpaQHUIECKYI0 KOJIOHKY. 3aTeM depe3 Hee MPOITyCKaeTCs
KOMITOHEHTa TEMITEPaTy PbI CMeCh MHEPTHOTO ra3a u rasza aacopoenta (Hanpumep, CO, nunmu NH3). [Tocne
KaTaJm3aTopa, TepMocTaTa 9ero KOJIOHKa ¢ 00pa3IoM HarpeBaeTcs Mo 3aJaHHOH MporpaMMe U pU TTOMOIIN
Pa3IUYAIOIIUXCS xpomarorpada. JTII peructpupyercsi KOTUYECTBO AeCOPOMPOBAHHOTO ra3a Ipu ONpeaeIeHHON
BAJICHTHBIM Temmeparypa MoHOTO | TeMIepaType.
COCTOSTHHEM, BOCCTAHOBJICHUS HE
OKPY>KCHHUEM HJIN AO0JIKHA MPEBbIIATH
JMCTIEPCHOCTBHIO. MaKCHUMaJIbHON

paboueil TeMiieparypbl

TepMocTaTa

xpomarorpada.
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3. IlpuHOuNMaJbHAsA CXeMa YyCTPOMCTBA ra3oBoro xpomarorpaga

I'Ipo6a| A
,---#-----.--
1
1 . 6
1
1
1 ! 2 4. | 5
L}
1 |
L}
]
L}
: ' 7
]
]
1
1
1
1
3 !
1
]
1
A ®
Puc. 3.1. IlpunnunuansHas cxemMa pabOThI Ta30BOTO
xpomartorpada: 1 — cucrema MOJATOTOBKU Ta30B, 2 - CHCTEMa
no3upoBaHus, 3 — Xpomartorpaduueckas KOJOHKa, 4 —
CUCTEMa TEPMOCTAaTHUPOBAHUS, 5 — CUCTEMa JIETEKTHUPOBAHUS,
6 — OJOK THUTaHUsA JETEKTOpa, / — YCWINTEIb CHUTHAJa

JETeKTopa, 8§ — CHCTEMa perucTpauuu (KommbroTep), 9 —
HU3MEpUTEITb PeKUMa XpomaTorpada

lazoBeiii  xpomaTorpad
MpeNCTaBIsieT coboil mpubdop,
WCTIOJIB3Y IOIUN MPUHIIATL

xpoMarorpadguu B CcHCTEMax

ra3z—aJcopOeHT WIH
ra3—KHUIKOCTb. B
anmapaTypHoM  OQOpPMIICHHU

3TO COBOKYITHOCTH HECKOJIBKHX
CaMOCTOSITENIBHBIX,
napasieIbHO
(GYHKIMOHHUPYIOLINX — CHCTEM:
UCTOYHHK Ta3a-HOCHTENS W

OJI0K IIOATOTOBKHU ra3os,

HUCIApUTCIIb, TECPMOCTAT
KOJIOHOK " camu

xpoMarorpaduueckue
KOJIOHKH, JIETEKTOp, CHUCTEeMa

peructpaii U 00pabOTKU

JMaHHBIX. TUmU4HAs OJIOK-cXema ra3oBoro xpomartorpada uoodpaxeHa Ha puc. 3.1.

Cucrema MOATOTOBKH Ira3oB CJIIYXUT IJIA YCTaHOBKH, CTa6I/IJ'II/ISaHI/II/I U OYHUCTKHU IIOTOKOB

3anonHeHue

MHxekumna
netnu 4— —*

4— " npoGbl

ras-
HOCWTENb

ras-

KOINOHKa HOCUTENDb

o6paszel

cBpoc o6pazel cbpoc

KONoHKa

Puc. 3.2. BBoxg mpoObl KpaHOM J03aTOPOM. a) 3aroJHEHHUE
NEeTIU KpaHa-103aTopa ra3oBoi mpo0oil 0) MHXKEKIUs HpoOsI

BMECTC C IIOTOKOM ra3sa HOCUTCIIA

IJIaMCHHO-HOHHU3AIIMOHHI'O ACTCKTOPA.

raza-HOCHUTEIIS u
JIOTIOJTHUTEIBHBIX Ta30B. OHa
BKJTIOYAET OJIOK PEryJIMpPOBKH
pacxoioB ra3os,
obOecreunBarouii  OYHUCTKY,
nojadyy ¥ CTAaOMIIM3AIINIO
CKOpPOCTHM M pacxoja rasa-
HOCHTENSI B KOJIOHKY, a

TaKXeE

IpYTUX ras3os,

HEOOXOIUMBIX JJisi PalbOThI
JIETEKTOopa, HaTnpuMep,

BO3yXa U BojaopoAa Jis
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CenTa Cucrema A03MPOBAHUSA IIO3BOJISCT

O6aye cenTbl BBOAUTH B IIOTOK ra3a-HOCHTCIIA

OTpEICIICHHOE KOJINYECTBO
Bsog aHAJM3UPYEMOI CMecH B ra3000pa3HOM

rasa-Hocurena
YnnotHsiowee ~ MJIM JKHIKOM cocTosiHuu. Ipencrasiser

\ KonbLio
— ] coboit YCTPOWCTBO c
CaMOYIUTOTHSIOLIEICS PE3NHOBOM
I MeMOpaHOW wiu KpaH-no3atop. Kpan-
/ J03aTOP COCTOUT W3 HEIOJBIIKHOTO
BenTunsaTop

| KopIyca cO IITyHepaMH Uid HOABOJA
KeapueBbli

Touka pazbasneHuns o
P BKnaablll  ra33-HOCUTEISA U aHaAIIM3UPYEMOU

(KOHeL, KOMOHKM) ‘—'—'_'_'L
ra3oBoil mpoObl W CBEpXy MABIKYIICH
Brok Harpesa/ }
WHKeKTopa MOBOPOTHOM  BTyJKE C  KaHajamH,

COCAUHAOIIUMHU JIMHUU Ta3a-HOCUTECIIA U

KanunnapHas KonoHka

aHanu3upyemoro rasza. Kpansl go3atopsl
Puc. 3.3. YcTpoicTBO HHXKEKTOpA MoOryT ObITH 6, 8, 10 1 naxe 14-xom0BbIC

cXeMma BBOJa ra30BOW MpOObI MOKa3aHa

Puc. 3.4. Muxkpoumnpui

Ha pHCyHKE 3.2, MOBOpPOT KpaHa MOXET MPOM3BOIUTHCS BPYUYHYIO HIM aBTOMATUYECKH,
JJNEKTPUUYECKUM WM TTHEBMAaTHYECKUM NpUBOAOM. JKuakue mnpoOBl BBOAATCS B Ta30BbIC
xpomarorpadsl MukpommpuiamMa Ha 1, 5, 10, 50 mMknm depe3 TEepMOCTOHWKOE YIIOTHEHHE
ucnapurenss (puc. 3.3). Hambonee pacnpocTpaHeHHBIH CIOCOO BBEIEHUS >KUAKHX Npo0 —
MUKpPOIINpHLBI. BenndunHa 1o3upyeMoil mpoObl JIETKO PeryiIupyercsl B IIMPOKUX JHWANa3oHax.
OOmuii BuA TaKUX MHUKPOIINPUIOB MMOKa3aH Ha puc. 3.4. MUKpOMINpUIBl — caaMbl IPOCTHIE,
ya00HBIE 1 HanboJiee YacTo ymoTpedsieMble J03aTOPhI KUIKOCTEH B Ta30BOM XpoMartorpadum.
Taxke a7 BBOJA KMIKUX IMPOO MCIOIB3YIOT aBTOCAMIUIEPHl — aBTOMATHYECKHE J03aTOPhI
KHUJIKUX TPoO B ra3oBble XpoMarorpadpl, MO3BOJSIOMINE YBEIUYUTh MPOU3BOAUTEIBHOCTD H
TOYHOCTH aHAJIM30B.

Taxke BO3MOXKHO BBEJIEHHE TBEpPAbIX NPOO0 KOJOHKY Xpomarorpada, sl 3TOro
UCTIOJIb3YIOT ClIeMalIbHbIE TUPOJIU3HbIE YCTPOICTBA.

YcrpoiicTBo BBOJA NMpoOBI HEOOXOAMMO TEPMOCTATUPOBATh NPU TEMIepaType, paBHOU

TeMIepaType KOJIOHKH wiH Bbiie Ha 20 — 30°C.
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XpomaTtorpadpuueckne KOJOHKH [OPA3JCNAIOTCS Ha IpernapaTUBHbIE HAcaJlOYHBIE,
aHAJIUTUYECKHE HAacaJOYHbIe, MUKPOHACA04YHbIE M KaIWUISIpHbIE. XapaKTePUCTUKU Pa3INIHbIX
THUIIOB KOJIOHOK IIpUBEZeHbI B Tabuie 3.1

Tabnuya 3.1. XapakmepucmuKu pasiudnsbix Munog Xxpomamozpa@uueckux KOi1oHoK

Tunbl KOJOHOK BHyTpeHHui 1MaMeTp KOJOHOK, MM | JluIMHA KOJIOHKH, M
AHaJIUTHYECKHUE HACAIOYHEIE 2-4 0,2-6
MukpoHaca104uHbIe 0,5-1 0,5-3
Kanunnsipasie mmpoxkoro 0.3-0.53 10-60
JuaMerpa
Kanwinsipasie 0,2-0,3 5-100
Y3Kue KanuisipHbIe 0,05-0,2 5-100
[TonukanwuisipHele 0,04 0,2-1

B Hacago4yHbIX 1 MUKPOHACAIOUHBIX COPOEHT HAXOIUTHCSI BHYTPH TPYOKU U UMeeT popmy
munHapa. HaOuBka nomkHa OBITH MIOTHOM M OJJHOPOIHOM, 0e3 mycToT. YeM mioTHee HaOMBKa,
TEM MEHbIIIE Pa3MBIBAHHE TTOJIOC M T€M BhIIIE Y3PPEKTUBHOCTH KOJIOHKH.

B kamwiisipHBIX KOJIOHKaxX CJIOW COpOEHTa HAHOCUTCA HA BHYTPEHHIOI MOBEPXHOCTH
Kaluuisgpa B BUAE €05 KUAKON (a3bl WM B BUJIE CIIOS aIcOpOEHTA.

Cucrema 1eTeKTHPOBaHHS MTPeoOpa3yeT COOTBETCTBYIOIINE U3MEHEHUS (PU3NIECKUX UITU
(U3UKO-XMMHUYECKUX CBOMCTB OMHAPHBIX cMecel (KOMIIOHEHT — Tra3-HOCUTENb 10 CPABHEHHIO C
YUCTBIM Ta30M HOCUTEIEM) B JJICKTPHUUECKUN curHaja. BenuuwmHa curHama 3aBUCHUT Kak OT
MPUPOIbI KOMIIOHEHTA, TaK U OT COJIEPKAHUSI €r0 B aHAJIU3UpyeMou cMecu. Beero aiis razoBoit
xpomatorpaduu mpennoxkeHo Oonee 50 THMOB AeTeKTHpYyIOMMX cucTeM. K OCHOBHBIM
TEXHUUYECKUM XapaKTePUCTUKAM JIE€TEKTOPOB OTHOCSTCS:

e [lpenen neTeKTUPOBAHMS WU YyBCTBUTEIBHOCTH
e JIMHEHWHOCTH
e UMHepuuoHHOCTH (OBICTPOACHCTBHE, TOCTOSTHHAS BPEMEHH )
e (CrabunbHOCTH (YpPOBEHB IIIyMa, BeTW4YMHa JAperida HyIeBOM JIMHHUH )
¢  DddeKTUBHBII 00bEM YyBCTBUTEIHLHOU STUCHKH
UyBCTBUTEIBHOCTh  KOHIEHTPALMOHHBIX  JIETEKTOPOB  (CHUTHAlI  MPOMOPLHOHAIECH

KOHIOCHTpPAIN COCAUHCHUS B MOJABMKHOM (1)336) ONpeACIIACTCA CIICAYIOIIUM BBIPAKCHUCM !

rae S — [WIomap MhKa, CM°; Vv — MIKala caMolucia, Me/cu; F — CKOPOCTh Ta3a HOCHUTES,
MJI/C;  — KOJHMYECTBO COEAMHEHHS, MT; F — CKOpOCTh NBM)KEHHUS JIEHTHI camomnucia. B atom
clly4ae pa3MEpHOCTh UyBCTBUTEIBHOCTH MB-mMr/mi. [[is oneHKM MUHHMAIBHO OMpenensieMon
KOHIICHTPAIIUU HEOOXOIUMO, KpOME UyBCTBUTEIBHOCTH 3HATh YPOBEHBb IIyMa HYJIEBOH JIMHUU.

MuHnMaaTbHBIM CHUT'HAJIOM, KOTOpI:Iﬁ nmoaaacTCda U3MEPCHUIO NIPUHATO CYHUTATh CUTHAJI, BBICOTA
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KOTOPOTO B HECKOJIBKO pa3 (2-5) mpeBbllaeT ypoBeHs myma d. Toraa mpenen AeTeKTHPOBAHUS

OMpECaACIISICTCA KaK:

2%
min AK

Ilon nMHEWHOCTHIO ACTCKTOPAa IMOHUMACTCA [OUalla3OH KOHHCHTpaHHﬁ, B TIIpeaciiax

KOTOpPOro Ha6JIIOI[aeTCH JIMHEMHAas 3aBUCUMOCTD «CUTHAJI-KOHICHTpALUI. I[J'ISI OIPCACIICHUA

BEITMYMHBI TUHEHHOCTH CTPOSIT COOTBETCTBYIOIIHNI TpaduK.

[Tog wHEpHMOHHOCTHIO (OBICTPONECHWCTBHEM, TOCTOSHHOW BPEMEHH) II0JIpa3yMeBacTCs

CKOPOCTb pCarupoBaHusA ACTCKTOpAa Ha 6LICTp0€ HU3MCHCHHUC KOHICHTpALlMM Ha BbIXOAC U3

KOJIOHKU. B cOBpeMEHHBIX AeTeKTopax nocrosinHas BpeMenu okoio 0,01-0,1 cek.

YPOBGHI) ImymMa HYJEBOro cCurHajla ACTCKTOpa ONpCACIACTCA KpPaTKOBPEMCHHBIMU

baykryamusamu.  Jlpelid — MOHOTOHHOE CMeEIIEHHWE HYJIEBOW JWHUW. BenwuwmHy apeiida

OLICHUBAIOT B Te€4yeHHEe yaca. TpeOoBaHUs K ITHM IOKa3aTensiM TakoBbl: myMm 0,5% paboueit

mKansl, apeid ne 6osee 3% B yac.

B Ttabnuue 3.2 npuBeAeHbl TEXHUYECKHE XapaKTEPUCTHKHU JETEKTOPOB, NPUMEHSEMBIX B

COBPEMEHHBIX T'a30BbIX XpoMaTorpadax.

Tabnuya 3.2. Texuuueckue Xapaxmepucmuku OCHOBHbIX OemeKmopos Ol 2a3080U

xXpomamoepaguu.

HazBauue

[Ipenen
JNETEKTUPOBAHUSA
(S/N=2)

Beanumna
JIMHEUHOCTHU
JIHrara3oHa
KOHIIEHTpalui

Tun

AHanu3upyemMblie
COEIMHEHUS

IlnaMeHHO-MOHM3AaIMOHHBII
JETEKTOP

2:10" r(C)/c

107-10%

Cenexr.

Opranunueckue
COEJIMHEHUS,
MOHU3YEMBbIE B
MJIAMEHH BOAOPOJa

Jerexrop 1o
TEIUIONPOBOAHOCTH

410" r/mn

10°

YHugsepc.

CoennneHus
OT/IMYAIOIIHECS  TIO
TETUIONPOBOIHOCTH
OT Ir'a3a HOCHUTEIIS

HerexTop
3axBaTa

AJIEKTPOHHOTO

1-10 " r/c

10°-10*

Cenext

Peructrpupyrorcs
rajJloreHOpraHnYecKue
COCIIMHECHMS,
CIIOCOOHBIE K 3aXBaTy
AIIEKTpOHA

doTonMoOHN3AIIMOHHBIN
JETEKTOP

2102 r/c

10’

Cenext

Coenunenus
HMOHHU3YEMbIE Y-
CBETOM, c
MOTEHLIUATIOM
HMOHU3alnuu
11,75B

MCHEC

TepMOHOHHBIN IETEKTOP

410" r(N)y/c
2:10™"° r(P)/c

10*

Cenext

Opranunueckue
reTepOCOeAMHEHNS,
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HAMEIOIINE B CBOEM
coctaBe aToMbI N u P

[InamennogoToMeTpruecKuit
JETEKTOp

2:10" r(S)/c
9-107" r(P)/c

10°-10*

Crenud.

S- u P- comepnamue
COCJTMHCHUS

ATOMHO-PMHUCCUOHHBIHN
JIETEKTOP

1-108 r/e

10*

YHusepc.

JIroOble coenuHeHus,
c IIOMOIIILIO
JIETEKTOpa MOYKHO
MIPOBOIUTH Kak
KauyeCTBCHHEINA, TaK U
KOJINYECTBCHHBIN
aHanu3

Macc-creKTpoMeTpu4eCKui
JETEKTOp

210" r/c

10°

YHusepc.

JIroOble  coemuHEHNs,
c ITOMOIIIBIO
JIETEKTOpa MOXKHO
MPOBOJIUTH KakK
KauyeCTBEHHBIN, TaK U

KOJIMYECTBEHHBIN
aHaJIn3

PaccmoTtpuM  Goniee  MOAPOOHO  yCTPOWCTBO JIETEKTOpa IO  TEIUIONPOBOJHOCTH U
KBAJIPyMOJIbHOIO MAacC-aHAIN3aTopa, MOCKOJIbKY Jlajiee METOJMKA aHAln3a, OyIeT OmhcaHa Jis
xpomarorpada Clarus 600 060py10BaHHOTO STUMH JBYMS JETEKTOPAMH.

Jlemexkmop no menaonpogsoonocmu (AT11)

JTII — oguH U3 EPBBIX AETEKTOPOB B razoBoii xpomarorpaduu. JITII — yHuBepcambHbIi
JICTEKTOP W MOXET NPUMEHSATHhCA Ui aHalIM3a KaK OpPraHMYeCKHX, TaK M HEOPTaHHYECKHX
coequnenuii. Ocobenno wacro HATII mpumensercst [uid aHajau3a MOCTOSIHHBIX, OJIarOpOAHBIX
ra30B U YTJIEBOJIOPOIHBIX Ta30B.

JIeTeKTop 1O TEIUIONPOBOJHOCTH JIOCTATOYHO MPOCT B HCIOJIHEHHH, HEIOpPOT |
HEJIECTPYKTHBEH K aHAIM3UpyeMbIM npoOam. [IpuHIMI paboTHl KarapoMmeTpa OCHOBaH Ha
U3MEHEHUH CONPOTHUBICHHUS YYBCTBUTEIBHBIX JIIEMEHTOB IPH HW3MEHEHHHM TEeMIIEpaTyphl.
UyBCTBUTEIBHBIM  3JIEMEHTOM  SIBJISIFOTCS  HUTH  ((DMIIaMEHTBI), HAarpeTble 10 BBICOKOM
temriepaTypbl. OHH PacHoOI0KEHBI B CIICIHATBHBIX MUKPOKaMepax, uepe3 KOTOPBIE MPOAYBaCTCs
ra3-Hocutenb. (DuimaMeHThl W3TOTAaBIMBAIOTCS W3 PA3IMYHBIX METAUIOB (IUIATHHA, HUKEIb,
BOoNb(ppaM) M CIUIaBOB (IJIaTMHA-UPUAWUN, BOJb(paM-peHHid, 30JI0YEHBIH  BOJb(pPaM).
®dunamMeTHbl BKIIOYEHBI B IUIEUM MocTa YHWHCTOHa (puc. 3.4), dYepe3 CpaBHUTEIHHYIO
MHKpPOKaMepy MPOXOAUT MTOTOK YHCTOTO Ta3a HOCUTEI, a yepe3 pabouyro KaMepy MOTOK rasa us3
Xpomarorpauyeckoil KOJOHKM C HPUMECSIMHM pa3[esieHHbIX coeanHeHui. ConpoTHBIEeHHE
HUTEH 3aBUCUT OT Temreparypbl. [Ipu u3MeHeHMM cocTaBa rasa B pabodeil Kamepe ero
TETUTOTIPOBOHOCTD M3MEHSETCS, a, CIEAOBATEIFHO, U3MEHSETCS CKOPOCTh TEIUIONEpeNadynd OT
HUTH K CTEHKaM KaMepbl, M3MEHSAETCS TEeMIIepaTypa HHUTH, YTO HPUBOJUT K H3MECHEHHIO

COIIPpOTUBJICHHUA II0 CPAaBHCHUIO C COINPOTHUBIICHUEM HUTU B CpaBHHTCHbHOﬁ KaMepe.
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[Ipoucxoaut pazbanaHcupoBKa MOCTa YHMHCTOHA, M Ha HYJIEBOW JIMHUM MOSIBISIETCS CHUTHA,

MPONOPIUOHATIEHBINA MPUMECH aHATU3UPYEMOTO BEILIECTBA B Ta3e-HOCHUTETIE.

Yemanoexka
moxg mocma a
(m") YCmanogna Hyna
I i
CoaeHumens«an t l 1 l
& NUHUR | ! ”J;:ﬁg;nmmau
——
e A l ”f I ; fg l 8 e
r r
R! fz
Yemonosxa
moxa Mocma 6
JCmarwoexa Yy
CoagHumMeNbHas \
AUHUS
7 H3mepumersnan
N AUMUE
o
T o

Puc. 3.5. Ilineun mocta YUHCTOHA

MuKpokamepbl, MUKpPOSYEHKH B KOTOPBIX PACHOJO0XKEHbI (UIAMEHTHI JOJKHBI OBITh
HeOonpioro oowvema (mopsaka 20-140 Mki), s TOro, 4roObl YMEHBIIUTH pPa3MbIBaHHE
pasgensempix  momoc.  Suetikm  JATII  OwmBator  pasHoro tuma: aud¢y3uOHHBIE,
nosryaud py33nonsie, mpoTodHbie (puc. 3.6). 3aBUCUMOCTh CHTHAJIa OT CKOPOCTH MOTOKA Ta3a B

3THUX SUYSHKax pasjinviHa. HpI/I BBICOKHX CKOPOCTAX T'a3a-HOCUTCIIA MOXKET CUJIBHO CHUIKATBCA
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YPOBEHb UYBCTBHUTEIBHOCTH JAETEKTOPA, 3@ CUET TOTO, UTO ra3 HOCUTENb HE yCIEBAeT NepenaTh
Temwio creHkam Kamepbl. YyscTBuTEnbHOCTH [TII cuibHO 3aBUCHT OT  Pa3HOCTH
TEIJIONPOBOAHOCTH  Ta3a-HOCUTENI W AHAIM3UPYEMOrO0  COEAUHEHUSI. 3HavYeHUs
TETUIOTNIPOBOJAHOCT  COCJMHEHUI TmpejacTaBieHbl B Tabmume 3.3, XOpowmio BHIHO, YTO
HaWJTy4YIIMMHU ra3aMu-HOCUTCIIAAMU SBJIAIOTCA BOAOPOO U TN,

Tabnuya 3.3. 3navenuss menionpo8oOHOCHMU HEKOMOPBIX 24308 U NAPO8

CoenuHeHUE TemnnonpoBOAHOCTH MPU TemnmonpoBoIHOCTH 11O
100°C, x10° Br/(m’K) OTHOIICHHUIO K TeNuio, %

Bonopon 223.6 128
T'enuii 174,2 100
A3zoT 31,4 18,0
Vriekucnsiii ra3 22,2 12,7
Apron 21,8 12,5
OTaH 30,6 17,5
byrtan 234 13,5
benzon 17,2 9.9

AtnieToH 16,7 9,6

DTa”on 22,2 12,7
Xmopohopm 10,5 6,0
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UysctButensHocTh JTII 3aBHCHMT OT TemmepaTrypbl YYBCTBUTEJIBHOTO 3JIEMEHTA, OT

TEeMIepaTypbl KopIyca JAeTeKTopa M OT pacxoaa raza-Hocurens. UysctBurenabHocTb JITII

YBEJIMYHUBACTCS C POCTOM TOKa (HIaMeHTa B 3 CTENIEHH U Pa3HOCTU TeMIlepaTyp B cTeneHu 3/2.

Macc-cnekmpockonuueckuti oemexmop (MCJ)

Puc. 3.6. Tunsl siueex aeTekTopa

110 TCIUIOMPOBOJAHOCTH:

npoTovHbie 0) nudy3noHHBIE B)
nonyauddys3nonHsie. CTpeakamu

Macc-cnekTpoMeTpUUECKHA METO ] aHAJIN3a OCHOBAH
Ha HMOHHU3ALMM AaTOMOB WJIM MOJEKYl H3y4aeMOoro
BCIICCTBA C MOCICAYIOIIMM MPOCTPAHCTBCHHBIM WA
BPEMEHHBIM pa3/ielieHneM o0pa3yroluxcs HOoHOB. Macc-
CHEKTPOMETpUSI HM3MEpsieT OTHOIIEHHWE MAacChl HOHA K
3apsny. Macc-CeKTpoMeTphl  KiIacCU(PUIUPYIOTCS IO
Croco0bl MOHM3ALMU MPOOBI, M MO crnocoly pasleneHus
HOHOB.
Honuzamus MoJNeKyJ OCYIIECTBISIIOTCS Pa3INuHbIMU
METOJIaMU:
e DIJIEKTPOHHBIN yaap
e XuMHYecKas HOHU3AIUI
e lckpoBoi paspsg
a) e JlazepHoe uznmydeHue

e bBowmbapanpoBka myykoM HOHOB

[IOKa3aHO HAaIpaBJIEHUE IOTOKa B  xpomaTomacc-CHEKTpOMETpax  4alle  BCEro

ra3a HOCHTCIIA

Filament

i M+.

Repeller

\_'_1

Trap
electrode

Puc. 3.7. Cxema paboTbl
UCTOYHMKAa  HOHOB  C
JJIEKTPOHHBIM YAapOM

MPUMEHSICTCS HMOHU3AIMsl AJIEKTPOHHBIM  YAApOM  HIIK
XUMHUUecKast HoHu3aws. [Ipr HOHM3aIMK JIEKTPOHHBIM yIapOM
(@Y, mmu EI — Electron impact) 37€KTpOHBI HCITyCKAIOTCS
HarpeTblM KaToIOM, M YCKOpSIIOTCS 3a CYET pPa3HOCTU
MOTEHINAJIOB KaToAa W aHona. llpum JBWKEHUHM OT Karona K
aHOJy JJIEKTPOHBI COYAAPSIOTCS C MOJIEKYJIaMH aHAJTM3HPYEMOTO
BEIIECTBA M HMOHM3YIOT €ro, TakXke TIOJx JeHCTBHEM
AJIEKTPOHHOTO yJapa MOXKET MPOUCXOIUTh pacraj MOJEKYJ Ha
ompeneneHHble  (parmeHTsl.  Beck  mpomecc  momkeH
IPOHUCXOAUTHh B BBICOKOM BaKyyMe, HWHA4e 3JIEKTPOHBI OBICTPO
3apsAIAT MOJIEKYJIBI OCTaTOYHOTO ra3a, a MOHBI MHTEPECYIOLIETO
HacC BelecTBa OBICTPO PEKOMOMHHUPYIOT C 00pa3oBaHHEM

HEUTpaIbHBIX MOJEKyd. Ilo3TOMy B HOHHOM HCTOYHMKE

O IePKUBAETCS BBICOKHIT BakyyM (10710 topp)
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Jlpyroii crmoco0® WOHW3aIMK - A3TO HOHM3ALWS B HOHHO-MOJICKYJISIPHBIX PEaKIHsX,
HaszpiBaemas xumuueckoi moHmzammert (XU, CI - Chemical lonization). [Ipu 3ToM crocoGe
UCTOYHUK HOHOB 3aMOJIHSETCA KAKUM-IMOO Ta3oM MpHU TOBBIIIEHHOM JAaBIEHUU (TUIUYHO
UCTIOJIb3YETCsl METaH WM N300yTaH, OYEHb PEJIKO aMMHUAK M JPyTHeE Ta3bl), KOTOPBIA HOHU3YETCS
BCE TEM JK€ DJIEKTPOHHBIM YyJapoM, a B pe3yJbTaTe OOJbLIOW KOHIEHTPAUH MOJEKYJI B
UCTOYHUKE HAUYMHAIOT MPOUCXOAUTh HOHHO-MOJIEKYJISIPHBIE pEaklud, TMPUBOJAAIINE K
00pa30BaHUI0 MOHOB-PEAreHTOB, KOTOPHIE, B3aMMOJCHCTBYIOT C MOJIEKYJIaMU HHTEPECYIOIIEro
HaC BCHICCTBA, BCAAd K HX HOHH3AIIUH. HpI/I O9TOM TIPOUCXOAUT HPOTOHUPOBAHHEC, T.C.
06pa3OBaHI/IC MMOJIOKHUTCIBHO 3aps’KCHHBLIX HOHOB. BBOI[I/IMI)IG B UCTOYHHUK HMOHOB COCANHCHUA
TaKkK€ MOTYT pearupoBaTh C '"MEIICHHBIMH'" JJICKTPOHAMH, KOTOPBIE OXOTHO OOpa3yroTCs H
OJTy>KIIal0T B TUIa3ME UCTOYHUKA PaOOTAIOUIETO B PeKUME XUMUYECKOW MOHHU3AIIH.

ITocie HOHU3AIM HOHBI IIPU TIOMOIIU SJICKTPUYCCKOTO IOTCHIHAJIA YCKOPAIOTCA, U
IPOUCXOIUT pa3zesieHue HOHOB M0 COOTHOIIEHUIO MAacchl K 3apsay. st pa3neneHus MOHOB MO
COOTHOILIEHHUIO Macca/3apsi/i UCIOIb3YIOTCS Pa3IMYHbIe TPUHIIMIIBL:

e Paznenenue HMOHOB B OJHOPOJHOM MAarHUTHOM monie. IllpuHuun paGoTel —
UCKPUBJICHHE TPACKTOPUHM 3apsOKEHHBIX YacTUI B MarHuTHoM mone. K
MPEUMYIIECTBAM TaKUX MacC-aHaJIM3aTOPOB CIEAYET OTHECTH BBICOKYIO TOYHOCTH,
BBICOKOE pa3pelieHne U OOJbIIoN nuanazoH padounx macc. OMHAKO JTaHHBIE Macc
aHaJIM3aToOpbl O0JIAJAIOT CYLIECTBEHHBIM HEIOCTaTKOM — OOJBIION pasMep U
BBICOKAsi CTOMMOCTb, TIOATOMY B KadecTBE JETEKTOpa K razoBoMy xpomarorpady
TaKhe MacC-CIEeKTPOMETPHI MPAKTUYECKU HE UCTIONIB3YIOTCS.

e B KBaAPYIOJBbHBIX MacC

aHaIM3aTopax pasjeieHue Hogs! ¢ HeycTOUHBOH
TpaeKTropHeH Jetextop
HNOHOB OCYHICCTBJIIACTCA HOHOB
o

o=

pu MIPOXO0XKICHUH

HOHHOTI'O ITy4YKa BAOJIb OCHU

MEXIy 4 mapaienbHbIMU
CTEPIKHAMHU, K KOTOpbiM IICTOTHHK  |h. ot 4
HOHOB__~ "1 Honrs! ¢ yeToiausoi
OJTHOBPEMCHHO re TpacKTOopHEH
HPUII0KEHO TIOCTOSHHOE U \
U *cos ot

BBICOKOYaCTOTHOC

IMEPEMCHHOC HAIPSAKCHUE  Puc. 3.8. CxemMa KRAMDVITONRHOTO MACC-CITEKTHOMETNhA

(puc. 3.8). Mexay CTepKHs CO3AaeTCs MOJIe C THIEPOOTUISCKIM PaCIIpeIeTICHHEM
noreHnuana. [Ipu (QUKCHPOBAHHBIX 3HAYEHHUSX YACTOTHI ® W aMIUUATyIsl Uy

MNEPEMCHHOTO IIOJIA TOJBKO HOHBI C OHNPCACICHHBIM COOTHOIICHHEM MAaCChl K
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3apsAy TPOXONAT 4Yepe3 KBaApPYyIoJib. AMIUIATYAA KOJI€OAaHWNW HOHOB C APYTHUM
COOTHOLIEHHMEM mM/Z HapacTaeT MO0 Mepe HX [BWKEHHUS MEXAYy CTEepPKHIMHU
KBaJIPYTOJSI TaK, YTO 3TH UOHBI JOCTUTAIOT CTEP>KHEH U HEUTPAIU3YIOTCA.

OnHoM 13 pa3HOBUIHOCTEH KBAIPYMOIHHOTO MAaCcC-aHAIM3ATOPA SIBISIETCS «MOHHAS
noBylKka». OcoOeHHOCTbIO €€ SBISETCS COBMELIEHHE O0O0JacTH HOHM3ALUU U
obnactu ananmu3a. [locie HMOHM3AUU AJIEKTPOHHBIM YAApPOM HMOHBI HMEIOIINE
3HaYeHHE M/z OOJIbIle OMPEIEeTICHHOTO YACPKUBAIOTCS B KBAIPYIIOJIBbHOMN JOBYIIIKE
MoJieM KBaJpynojs. JTo moje (GopMupyercs 3a CUeT NPHIOKEHHS MEPEeMEHHOTO
HanpsbkeHuss Up*cos ot MEXIy KOJBLEBBIM M TOPLEBBIM 3ieKkTpoaaMu. llpu
yBeNUYEeHUN ammuTyabl U pacTeT HIDKHSAS TpaHUIAa HMHTEpBaja M/Z HOHOB,
KOTOpBIE yAepKUBAIOTCS B JoByLIKe. [IoaTomy poct U npuBOIUT K TOMY, YTO HOHBI
B TOpSAKE YBEIMYEHUS MmM/Z MOKUIAIOT O00JIacTh YAEPKHUBAHUS W JIOCTUTAIOT
nerektopa. K HemocrtaTkaM KBaJIpYIOJBHBIX aHAIU3aTOPOB OTHOCUTHCS MEHBIIEE
paspelieHne W MEHBIIWKA Juama3oH Macc, YeM Yy CTalMoOHApHOTO Macc-
cektpomeTpa. OHAKO pa3MepP U CTOUMOCTh KBaJAPYIOJILHOTO Macc-CIIEKTPOMETpa
MEHbBIIIe, Ye€M Yy CTallMOHApHOTO MAacC-aHajJu3aTopa, 4YTO OOYyCIIaBIMBAET €ro
HIMPOKOE MPUMEHEHHE B KaUeCTBE JAETEKTOpa K XxpoMaTorpady.

e Bo Bpems-mponéTHOM Macc-aHaIM3aTOPe HOHBI BBUICTAIOT M3 MCTOYHHUKA U
MOMAaIal0T BO BpeMs MPOJETHYI0 TPyOy, IZleé OTCYTCTBYET SJIEKTPHUECKOEe IOJe
(becronmeBoii  mpomexyTok). [IponmeTeB HekoTopoe paccrossHue d , HOHBI
PErUCTPUPYIOTCA ~ JETEKTOPOM HOHOB C  IUIOCKOM WM IOYTH  IUIOCKOHM
perucTpupylonieli MoBEepXHOCThI0. Du3nyeckuil NpUHOUAN PabOTHl  BpeMs-
MPOJETHOTO Macc-aHAIM3AaTOPa 3aKIII0YAETCs B TOM, YTO Pa3HOCTh MoTeHuanoB U
YCKOPACT HOHBI B UCTOYHUKE MOHOB 10 CKOPOCTHU V COITaCHO YPABHCHUIO:

mo?
2

=zU

IIpu ¢duxcupoBanHOM amMHE OecroneBOro MpoMexyTka d Bpems mpoJjieta OT
WCTOYHHUKA JI0 IETEKTOpa t PaBHO:
m_p2U
z d’
Bpemsi-tiponeTHbie Macc-aHATH3aTOPhl MOTYT TaKXKe HCIIONIh30BATHCS B KAUECTBE
JIETEKTOpa K XpoMarorpady.
OnHako, TIPU COYETAHWU MaCC-CIEKTPOMETpa W XpomaTorpada moTrpedoBajIoCh PEIIUTh

HCCKOJIBKO HpO6JICMZ B YaCTHOCTH TO, YTO KaMEpC MacCC-CIICKTPOMETpaA Tpe6yeTc>1

NOJJIEPKUBAaTh  BBICOKMI  BakyyMmM. OpHako  pa3BUTHE METOJOB  KaNMWUIAPHOM U
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MHUKPOKOJIOHOYHOW XpomaTtorpapuu, a TakkKe pa3BUTHE BAKYyMHOH TEXHHKH TO3BOJIHIIO
OCYIIIECTBUTH NMPSMOI BBOJ AJTIOCHTA B KAMEPY Macc-CIIEKTPOMETPA.

CucremMa TepMOCTATHPOBAHHUS CIYXHUT JUIsl YCTAaHOBKM M MOAJEPKMBaHUSA paboumx
TEMIEpaTyp TepMocTaToB KOJIOHOK (mo 350°C), ucmaputens, OETEKTOpa W APYTHX Y3JIOB
xpomatorpada.

Cucrema perucTpamum npeoOpa3yeT HU3MEHEHHUs (U3MKO-XUMHUYECKHX IapaMeTpOB B
ANEKTPUYECKUIN CHUTHAN, BEIHYMHA M (pOopMa KOTOPOTO PErHCTPUPYIOTCS Ha JICHTE CaMOMHKCIA
WIM B COBPEMEHHOM BapuaHTEe — Ha MOHHUTOpe Kommbiorepa. [Ipubop nomkeH ObITh CHaOXeH
COOTBETCTBYIOIIUM  3JICKTPOMETPHUYECKUM YCHIIUTENIEM, OOECIECUMBAIONINM IIOJlyuYeHHE Ha
BBIXOJIE AJIGKTPHUYECKOTO CHTHANA, MPONOPIMOHAIBFHOTO KOHIEHTPAIMKA  OMpPEIeieMOro
KOMITIOHEHTA B ra3e-HOCHUTEJIE, BBIXOAIIEM U3 KOJOHKH.

CucreMa HMHCTPYMEHTAJbHOH 00paGoTKM AaHHBIX I[IO3BOJISICT BECTH YIpaBIICHUE
JKCHEPUMEHTOM H  00pabOTKy pe3ynbTaToB B AHAIOroBoM pexkume. C  MOMOIIBIO
KOMIIBIOTEPHBIX MPOTPaMM, MMEIONINX aJTOPUTM Paclio3HaBaHUs M CHOPMHPOBAHHBIX OAaHKOB
JaHHBIX, MOKHO peIlaTh 33/Ja4u paciInu(pOBKU CIOKHBIX XPOMATOTPaMM U KOJIUYECTBEHHOTO

OMpCACIICHNUA KOMIIOHCHTOB.

Macc-aerexrop
Kpau-no3arop Teretno
TErJ1o1 pOBO)-E[HDCTH

Hnoxexrop

Xpomarorpacduyeckas

KOJIOHKA

Tepmocrar

Puc. 3.9. YcrpoiictBo razooro xpomartorpada Perkin Elmer Clarus 600
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PaccMoTpenHnas cxema TUITUYHA JIsI OOBIYHOT'O TA30BOT0 XpoMaTtorpada, HCIoJIb3yeMOoTo B
KOJIMYECTBEHHOM aHajM3e, OJHAKO Ta30BbI Xpomarorpad MOXET HMETh Topaszao Oosee
CIIOKHYIO CXEMY, COACPXKAIIyl0 HECKOJbKO KOJOHOK H JETEKTOPOB, BKJIFOUAIOIIMN
aBTOMATHUYECKUE YCTPOMCTBA JJIS MOATOTOBKU M J03UPOBaHHs MpoObl. [lomMuMoO 3THX 00mIuMX
OCHOBHBIX 3JIEMEHTOB JIOMIOJHUTEIHHOE OCHAIICHNE Ta30BOT0 Xpomarorpada orpeneisieTcsi ero
Ha3HAUYCHHEM: OH MOXKET CIYXXHTh B Ka4eCTBE YHHUBEPCAIBHOTO aHAIMTHYECKOTO MpuOopa, JUis
u3yueHUsl (U3NKO-XMMHYCCKMX BEJIMYMH, B KAaueCTBE YHHUBEPCAIBHOTO aHATHUTUYCCKOTO
aHaJIM3aTopa Al KOHTPOJS 32 COCTAaBOM CMECEH W JJisi PETyJMPOBAHHS MPOU3BOIACTBEHHOTO
npoliecca WIK B Ka4eCTBE aHAJIM3aTOPa 3JEMEHTHOTO COCTaBa OPraHWYECKHX COeAMHEHHWH. Bo
BCEX CIydasX MJIs HAJACKHOTO (PYHKIIMOHUPOBAHHUSA TMPUOOpa HEOOXOauMO TMOoAOHpaTh
COOTBETCTBYIOIIIUE Ta3bl, MapaMeTPhbl JCKTPUYCCKON CXEMbI, HACAJOYHBIC WM KalWLISPHBIC
KOJIOHKH, TIPUCTIOCOOJICHUS ITIsl 3aKPETUICHUST KOJIOHOK B TEPMOCTATe M yCTPOUCTBA i 0TOOpa

Y BHECEHHUsI MPo0 B 103aTOP.

Texnuueckue xapakmepucmuku 2a306020 xpomamozpagha Clarus 600

TepmocTaT KOJOHOK

Pazmeps! (171 ycTaHOBKH [Iupuna 23 cm
Xpomarorpaduyeckux KOJIOHOK) BricoTta 23 cm

['myOuna 18 cm
Pabouas Temneparypa TeMmnepaTypHbIi [Uana3oH TEPMOCTATA

KOJIOHOK OT 4°C BblIIlIe KOMHATHOH (C
oxnaxaerrem ot — 99°C) no 450°C.

CkopocTh IpOrpaMMUPOBAaHHUS HarpeBa Harpes co ckopocTbto 10 160°C/MuH.
KosmuecTBo uzorepm 10
Bpems  oxyaxneHus npu  TeMmeparype Ot 250°C no 50°C 3a 2 MUHYTHI

OKpyxaromieit cpeabl 22°C

DJIeKTPOHHbBIE PeryJasiTOpbl pacxoJa ra3a u AaBJIeHUs

BxonHoe nmaBnenue ot 0,36 o 0,60 MIla
Pacxop raza-nocurens (He) Ot 0,1 mo 100 mu/mMuH
JleTekTopsl
KosnuecTBo JIeTEKTOPOB 2
JerexTopsl JTII, Macc-nerekrop
MakcumanbHas TeMnepaTrypa 1o 450°C

TEPMOCTAaTUPOBAHUS IETEKTOPOB
YacToTa onpoca CUrHaJIa IETEKTOPOB ot 10 1o 250 I'x

HNuxeKkTopbI
KonnyecTBo HHKEKTOPOB 2
Tunel HHXXEKTOPOB Kannwisapaerit
IIporpammupyeMblIi
PexuMbl paboThl KaMMJUIAPHOTO HHKEKTOPA C nenenuem motoka (split)
bes nenenus motoka (splitless)
JlnameTp KanmUTIpHBIX KOJOHOK ot 0,05 1o 0,53mm
Pabouas Temneparypa Ot 50°C 1o 450°C
Kpanbl

Moudukarms ‘ Py4HOl 6-n0pTOBBIN NOBOPOTHBIN U
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‘ HE0OOrpeBaeMbIil

Ilepenaya naHHBIX

Wurepdeticet R-232, Ethernet

Texnuueckue xapakmepucmuku ()emekmopa no menﬂonpoeoouocmu

[Ipenen nereKTupoBaHUs 210" mr/n

. . 3
JIuHeliHplil quamna3on 10

Texnuueckue xXapakmepucmuku macc-CneKmpomempuiecKozo 0emel<mopa

Clarus 600s

TexHu4eckue XapaKTepUCTHKH

BakyymHnas cucrema TypOomonekysipHbIi Hacoc Ha 75 /¢
Bakyywm no 5- 10° TOpPp NP HaTeKaHuu |
w1/MuH He 13 KOJOHKH
Jmamna3oH macc 1-1200 JTa
CTaObMIbHOCTH +0,1 m/z 3a 48 gacos.
HNonuzauus DNEeKTPOHHBIN yaap
DHEPrusi MOHU3AIUU 10-100 >B
Herexrop W3omupoBaHHbIi POTOYMHOKUTEND
Temnepartypa untepderica 50 —350°C
Temneparypa UCTOYHHMKA M KBAAPYHOJIS 50 —350°C
JlnameTp KOJIOHKH 0,05 —-0.53 mm
IKCIIyaTallMOHHbIE KAYeCcTBa

MaxkcumanbpHast CKOpoCTb cOOpa JaHHBIX B pexume perucrpanuu 65

IIOJIHOTO HOHHOTO TOKA
B pexume perucrpanuu 90

BBHIOPAHHBIX HOHOB
JlnHamuyeckuil quana3oH 10°
YyBCTBHTEJIBbHOCTH

B pexxume ckanupoBanus 1 pg okradroprnadTanuna nmpu orHomeHnn S/N sryumie, gem 200:1
RMS

B pexxume peructpanyu BeiOpanHbix HOHOB 20 fg okradTopHadTannua npu otHomeHnu S/N
ayue, yeMm 50:1 RMS
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4. UHCTpYKIUA MO0 IKCILIyaTallMu ra3oporo xpomarorpadga Perkin
Elmer Clarus 600 ¢ macc-1eTeKTOPOM U AeTEKTOPOM I10

TCIVIONMPOBOAHOCTH.

4.1. [Modzomoeka npubopa k pabome
[lepen u3mepeHus MU HEOOXOJUMO IMPOBECTU IPEABAPUTENIBHYIO IMOATOTOBKY MpHOOpa:

YCTaHOBUTh  TpeOyemylo  XpoMaTorpauyeckyl0  KOJIOHKY, YCTaHOBUTb  IapaMeTphI
Xpomarorpauyeckoii KOJOHKM ¥ TPOU3BECTH €€ KOHAWIMOHHWPOBAaHHE, B  clydae
WCITOJIb30BAHUS MacCC-CIIEKTPOMETPaA MPOU3BECTH OTKAYKY KaMephl J0 padOuYuX HaBICHHUI (10'5
Topp). [locne yero MoXHO MPOU3BOAUTH aHATH3 CMECH.

Ycmanosxa XDOMGMOZDad)HVQCKOﬁ KOJIOHKU

B manHOM pasjerie onrcaHo Kak YCTAaHOBUTH KAMMJUIAPHYIO KOJIOHKY B IIPOTPAMMHPYEMBIN
WHXEKTOp C neneHuemM/0e3 nmenmenus motoka (PSS). nst ycraHoBku XpomaTtorpadudeckoin
KOJIOHKU TpedyeTcs MIPOBECTHU CIIEYIOIIY IO
MOCJIEA0BATEIBHOCTD IEVCTBUIA:

1. Boikioyenue HarpeBareJieil. BeikiroueHne OTKa4yku macc-

CIIEKTPOMETpa, B Cly4yae, €ClIM B KadecTBEe JAeTeKTopa Oyaer

HCIIOJIb30BAaH MACC-CIICKTPOMCETD.

Puc. 4.1. VYganenue
2. IIpucoennHenne KoJI0HKH K PSS mH:KeKTOpY. KOJIMa4YKa CEeIThI

Jlnsi mpucoequHEHUsT KOJOHKHM K HHXXEKTOpYy Tpelyercs

BBIKJIFOUMTh HarpeBaTellb HHXXEKTOpa U OXJAagUTh €ro Jo
temneparypbl He Gosnee 100°C u ue menee 80°C. ITocne uvero
TpeOyeTcsl yAaIUTh KOJIMAYOK CETThI.

3areM TpeOyeTcsl yAaluTh KPBILIKY HHKEKTOpPA.

ITocne vero TpeOyeTcst OTBUHTUTH CTONOPHOE KOJbIIO,
10CJI€ YEero yNAIUTh €ro.

3arem TpeOyercs HABUHTUTH KOJIMAYOK  CEMTHI

WHXEKTOpa, TMOCie Yero MOTSHYTh 3a KOJIMA4OK CENThI,
Puc. 4.3. VYpanenue y3na

YTOOBI IMOJIHOCTHIO BBIHYTH y3e€1 00ayBa cenTbl. Bxomnas 061yBa CENTHI

JIMHUA Ta3a-HOCUTCIIA CBEpHYTa B CIIMpallb, YTO IMO3BOJIACT
MOAHATH Y3CII O6,ZLYBa CCIThI U IMOJIYYUTh JOCTYII K BKJIAABINTY.
Ilocne 9TOro, HGOGXOI[I/IMO y6eILI/ITLC$I, 4YTO BKIIAABIII MHKXCKTOpA OXJIAAUJIICA, IMOCJIC YCTO

BBIHYTbB €T0.
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% Crnenyroumum 11arom, Tpedyercs
\\

3aMEHUTh CYIIECTBYIOIIMM  BKJIAIBINI  Ha
HHEeKTopa

T

laika KonoHKH 1

TpeOyeMblii (B cilyyae yCTaHOBKH BKJIaJbIlIA B

Wiyuep PSS i}z\:: g

BUJC «IICCOYHBIX YaCOB» YCTAHOBUTL BKJIA/IbI

116,n,mnma /
| ﬁ .
CY’)KCHHOM YaCTbIO K CCITC MW YCTAHOBHUTH

KONOHKa |
0,53 MM BH OHaM.
! o ) L‘ | V HOBO€ KOJIBIIEBOE YILIOTHEHHE).

Y

Puc. 4.4. Ilrynep PSS wumxkekropa B  YIAJE€HHbIA paHee.
TEPOMCTATE KOJIOHKH

[lepeycraHoBUTH y3en1 0OayBa CENTHI,

s yCTaHOBKM KOJIOHKM B HHYKEKTOP
TpedyeTcs 0Tpe3aTh OT KaWJUISIPHON KOJTOHKH OKOJIO 1 cM.

Hanets raiiky PSS un)xekTopa Ha KOJIOHKY.

Beectu konmonky B mtyunep PSS umkekropa Ha paccrostHue 3.8-4.5 cM, mocie uero
3aTSAHYTh TallKy Tak, 4TOObI KOJJOHKA HE MOTJIa IBUTaThCsl.

VYceraHoBuTh Ha MecTo Konmadyok centTel. Ho He 3araruBare ero. Beectm B centy uriy
HINPHUILIA, U, C BBEICHHBIM HIIPUIIOM, 3aTSIHYTb KOJIAYOK CENThI.

3. YcraHoBKa 1aBJeHUs ra3os 1s PSS nn:xkxekTopa.

HeoOxoaumo BKIIOYHUTH MOJauy ra3a-HOCUTENS U3 0ajuloHA U OTPETyJIMpOBaTh 1aBJICHUE B
muaun 10 60-90 psig (4-6.5 atm)

Bxmtounts xpomarorpad. Ha skpane craryca cuctemsbl BBIOpaTh MHXKEKTOp A wiu B
(mpumep, TOKa3aHHBIM Ha puC. 4.5 TOKa3bIBae€T, YTO MHXKEKTOpP A TOTOB K yCTaHOBKE Trasa
HOCHUTEJIA).

B cnexyrommeM okHe B HEOOXOIMMO HaXKaTh KHONKY Program (mporpamma) B mose Carrier
gas (I"'a3-HocuTenp)

ITocne HaxxaTus KHONKHU Program OTKpPOCTCA CJ'ICI[YIOH_II/Iﬁ OKpaH JIJis1 YCTaHOBKU

Wl esme
&

A-PSS | Oven ‘ AFID Events |

RUN Signal PS5 Lz [_ st o sz P am

| 8 |Gl =
@ 255 °C i 299 e ol

- temp- init. program Curent "0 5 7 10 12 15
i @ Canrier Gas ‘ 10.0 psig
10.0 psi .
24 fnLﬁn 10.0 | psig Pt psig Time Rate
J Oven - 25Bomisec  essire-ing.  program Int. | 275 | 80 | 200
A ? @ Spit
Lz: #6, total flow 103 mLin 2l 50 [ 76 | 1000
flow 100 3] 00 [ 10 | End
PSS FID vatio 21 [100 ] i
foue,|  Bau, e o 00 [ 10
@ Equilibrating -0.03 min @ Running - init. 12:00:34 3 gep;. hg Els_psed: 80m Er.'d: 20m
Tools vl m — ‘ + I Tools 'I = | + | Close
Puc. 4.5. Dkpan craryca Puc. 4.6. OxHno Puc. 4.7. Oxnwo ma
CHCTEMBI HACTPOMKHU HUHKEKTOpa YCTAaHOBKH  IIPOTPAMMBI

[0JIa4 T'a3a-HOCUTENS
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mporpamMmaI nogadyu ra3a-HOCHTCIA B

KOJOHKY. B OTKpBIBIIEMCS OKHE MOXHO Tl e 1 i FpadurBecnen
MeTka \ chepyna 18 aroima
YCTaHOBHUTH TPOTPaMMy, MO KOTOPOH B XOJIe \ /
o
BHITIOJTHCHMSI aHAllM3a Tra3-HOCHUTEIh OyJer , j ; :djj:,
nojaBarbcs B KoJoHKY. Ha puc. 4.7 xoropas e
II0/Ia€T B KOJIOHKY T'a3 HOCHTEIb C JaBICHHEM Puc. 4.8. Taiika u ¢depyna Ha KoHuE

. KalWUIIPHON KOJIOHKHU
Ha BXxoze 2.75 psig, mocie 4ero JaBjIcHHUE rasa

JMHEWHO BO3pacTaeT co CKopocThio 10 psig/MUH 110 5 psig, 3aTeM 3TO JaBJICHHE BBIICPKUBACTCS
76 MUHYT.

4. IIpoBepka Ha yTeUKy BCeX HOBBIX COCJUHEHMIA.

=

Llinyuep
G N I O 0 | Detektopa
e .L’JTI = lailka
B KonoHku
| g .
L]/
i ;

Puc. 4.9. KanunnspHas KoJIOHKa, IPUCOETUHEHHAS K ITYLEPY
JETEKTOP

Jlis TpoBepKM Ha YTEUKy COEAMHEHHMs Ha MITylepe KalWUIIPHOTO HHXKEKTopa
ucnonb3zyercs cmech 50/50 m30mpomaHON/BOMA WM DIIEKTPOHHBIN TeueucKaTenb. Eciu Teub
oOHapykeHa HEOOXOIUMO TUIOTHEE 3aTSHYTh TallKy WA TOMEHSTH rpaduTOBYyIO hepyy.

5. KonanunoHupoBaHue KOJIOHKH.

JUisi KOHOUIIMOHUPOBAHUS KOJIOHKM HEOOXOAMMO 3aKpBITh TepMOCTaT. BKIIOUMTH MOTOK
raza-HocuTensl 4epe3 KoJoHKy. Ilocie dero ycranoButh ero temmeparypy pasHoit 50°C u
BoIZIepKaTh B TeueHue 10 muuyT. [locne vero co ckopoctbio S°C/MUH MOIHATH TEMIIEPATYPY
TepMocTata A0 3HadeHuss Ha 20-50°C Bplle IJIAHUPYEMOW aHAJIMTHYECKOW pabodeid
temneparypbl. OcTaBUTh cucTeMy paboTaTh B 12 yacoB. Oxyaautek Tepmoctat Huke 40°C.
6a. IlpucoequHeHne KOJOHKHU K IETEKTOPY IO TEIUIONPOBOIHOCTH.

VYCTaHOBUTh KOJOHKY Ha JiepKareie B TEpMOCTaTe TaK, YTOObl HUKAKUE €€ 4acTH He
KacaJIuCh HU3a WM CTEHOK TepMmocraTa. Ha cBOOOIHBIN KOHEll KalmMUIAIPHON KOJOHKH HAZETh
raiiky 1/8 mroiimMa u rpadutoByto depyny. Kak mokazano Ha puc. 4.8.

OO6pe3atb 0k0J10 | ¢M OT KOHIIA KAMMJUIIPHON KOJOHKU

Hcnone3ys mapkep caenaTh METKY Ha paccTossHUM 10 cM OT KanWUISIPHON KOJIOHKHU.
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BBecTu KoOHKY B mITyLIEp ACTEKTOPA, A0 TEX IMOP, MOKa METKA Ha KOJIOHKE HE OKaXEeTCs
OKOJIO T'alKU.

VY nepxuBasi KOJIOHKY 3aTSIHYTh raiky.

60. [IpucoennHeHNe KOJOHKH K MaCC-CIIEKTPOMETPHYECKOMY T€TEKTOPY.

——--E 50 cm >

1/16” { \ Kononka

ajHTORAA | Cenra
depyna |
Taiika 1/16” nus KOIHKH

Puc. 4.10. HaneBanue centsl, raiiku U rpadutoBoil pepysibl Ha
XpoMaTorpadu4yecKkyro KOJOHKY

Ilepen ycTaHOBKOW KOJOHKM HEOOXOIMMO YOEOHWTHCSA, YTO OTKadykKa KaMepbl Macc-
CHEKTPOMETpPA OTKJII0UEHA, U TYpOOMOJIEKYJIAPHBIA HACOC HE BpalllaeTcsl.

OtMmoTtath 50 ¢cM OT HOBOW KOJIOHKH, M MOBECUTh KOJOHKY Ha Jiep>KaTejib B TEpPMOCTATe.
[Tocne vero HazmeTh Ha KOJOHKY cemnTy, raiiky 1/16" u rpadutoByo ¢epyiy, Kak MOKa3aHO Ha
puc. 4.10.

[Iponets centy, raiiky u ¢epynay Ha 50 cM OT Hadajga KOJOHKH, IOCJIC YEro MPOMBITh
HayaJio KOJOHKHU MeTaHosioM. Cpe3arh 1 ¢cM OT Hauasa KOJIOHKH.

AKKYpaTHO TpOJIETh KOHEIl KOJOHKH 4Yepe3 TpaHC(PEpHYIO JIMHUIO B HCTOYHHMK Macc-
CHEKTPOMETPa U YCTAHOBUTb KOHELl KOJIOHKHM IOCEPEIMHE MEXIy OTBEPCTHUEM M CTEHKOMU
KaMepbl Macc-CIEeKTpoMeTpa, Kak mokaszaHo Ha puc. 4.11. [locne yero oTMETUTHh MOJIOKEHHUE
KOJIOHKH B TEpMOCTaTe XxpoMaTorpada npu moMoIIx CEnThlI.

Bb11BUHYTH KOJIOHKY U3 TpaHC(EepHOH JIMHUH MpUOIU3UTENbHO Ha 10 cM.

YCTaHOBUTH HMOHHBI HCTOYHUK B Macc-CIIEKTOPMETp, Kak IOKa3aHo Ha puc. 4.12. U
3aKpENUTh €ro IpU MOMOUIH JIBYX rack.

BaBuHyTh KOJOHKY B TpaHC(EPHYIO JIMHHIO O METKH, OTMeYeHHOU cenToi. [Tocie vero
3aTSAHYTh TallKy J0 TaKOM CTeNeHH, YTOObI KOJIOHKA HE JIBUTAJACh.

Bxi1r04nTh OTKAa4Ky MacC-CIEKTPOMETPA U IPOBEPUTH N'€PMETUYHOCTb COCIUHEHUS.
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7.11poBepka Bcex COeIMHEHUI HA YTEUYKY.

BcrasaTh EOIOHEY B

TpaHC{epHEYID MHHHD
Tparchepran i
HHHR . \ 2
= \Lm.

BryTpennas 9acTs
HOHHOTO HCTOTHHKA

Puc. 4.12. YctaHoBKa HOHHOTO UCTOYHUKA

Bxurouenue xDOMamoepad)a (XDOMGTTZOMGCC-CI’ZeKmDOMempa)

[Tepen BimtoueHHEM Xxpomarorpada HeoOX0AUMO YOS TUTHCS, YTO BCE K HEMY TIOIKITIOUYCHBI
BCE JIEKTPUUECKUE MPOBOJA M Ta30Basi JIMHHS, JaBJICHUE B Ta30BOM JIMHUU JIOJKHO OBITH HE
menee 50 psig (3.5 atm).

Jlns BKIIIOYeHHs Xpomatorpada HeoOXoIuMo HaxaTb KHOIKY on/off, Haxonsmiyrocs

CIpaBa BHU3Y Ha KOpIyce XpoMarropada mociie 4ero Ha CEHCOPHOM dKpaHe JOKHA MOSBUTHCS
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Wmxerrop —————— —

==
| | -
Taiixa 1/16™ na xonouke
> |

[ —
M |
2 =
7.
. 4
' Slide Column
i
[
Ve
Cemra
ITnockocts 5/327 (4 vm) HA
TparchepHO#H THEHH T'afira 1/16” Ha KomoHKE

Puc. 4.13. Ycra"oBiieHHad KOJIOHKA

uHpopmanus o xpomarorpade. B ciyuae ncnonbp30BaHUS Macc-IETEKTOpa TpeOyeTcs OTIACIBHO
BKJIFOYHTH €T0 KHOMKOU on/off, Haxopsiieics cieBa BHU3Y Ha KOPITyCE MacC-CIIEKTPOMETpa.

Ycemanosxa napamempos XDOMCZWZOZDCId)MHéCKOI;Z KOJIOHKU

Hactpoiika mapaMeTpoB TOJIBKO YTO YCTAHOBJICHHON KOJIOHKH, HEOOXOAMMA AJIsi TOTO, YTO
XpomaTorpad TOYHO yCTaHaBIMBaJl JaBJI€HUE Ha BXOJE B KOJIOHKY, JABJIEHUE Ha BXOJE B
KOJIOHKY 3aTeéM II€pEeCUMTHIBAECTCS B JIMHEHHYI0O U OOBEMHYIO CKOpOCTh rasza. llosTomy
HENpaBWIBHO YCTAHOBJIEHHBbIE MapaMeTpbl XpoMmaTrorpapuueckod KOJIOHKM HpPUBEAYT K
HenpaBWIbHOW paboTe xpomarorpada B pexxuMe MpOrpaMMUPOBAHUS PACX0/a WIM JTUHEHHOU
CKOPOCTH ra3a-HOCUTES.

Jns Toro, ytoOBbl YCTAaHOBUTH IapaMeTpbl KOJOHKM Ha 3KpaHE CHUCTEMHOrO craTyca
(System status screen) TpeOyeTcsi HaxaTb KHOINKY Tools ¥ BbIlajaromneM MEHIO BbIOpaTh MyHKT

Configuration (kondurypanus) puc. 4.14.

Run Signal » 1@ Type: ﬂ [+ Capillary Coneral
— J Cartier Control[F $
EryooRe o triet Conlrol | Pressure J
P | @ e Frogram ) Ovenbrack
B Ef —L Method Edior..
- Event Log 8} oven M| Colunn Lengn[ 2500 m 1] 250 um
e Maintzrancs
j A-Injector A-FID Split mode: Flow Ofset:
A Ove ; ;
£ Utlites @ Flow _)Ralio: DAl e)Fixed
Pss. E— | @| g ofset [ 000 mLimin
i | Log Out Run Selyp  Preumalics  Relays I~ Vacuum Compensaion
@ Ready About @ Ready 0
@ Ready 1701
- Toals vl Close
—I l]:l ] ok I Cancel |
Puc. 4.14. Dxpan Puc. 4.15. OkHO
P Puc. 4.16. OxkHoO
CTaTyca CUCTEMbI KOH(HTypaIu

KOH(UTYypali HHKEKTOpa
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[Tocne yero oTKpoeTcss OKHO KOH(PHUTYpaIuy, B KOTOPOM TpeOyeTcsl BHIOpaTh HHKEKTOP, Ha
KOTOPBIN yCTaHOBJIEHA XpoMaTorpadudeckas kKojoHka (puc 4.15).

B oTkpeiBIIEMCS MEHIO KOHpUTYpaluu uHxekTopa (puc. 4.16) Tpedyercs 3a1aTh 3HaUEHUS
muinHbl KostoHKH (Column length) u e€ BuyTpennero auametpa (I. D.). Takxe HyXHO BBIOpaTh
tun urxekTopa (Type), pexum pa3zdaBieHus MPoObI: JONOTHUTEIBHBIM TOTOKOM (Flow) mmm mo
cootHomeHuto (Ratio). B cinydae, ecnmi KoJoHKa TOJKIIIOYEHA K MacC-CIIEKTPOMETPY TpeOyeTcs
yCTaHOBHUThH KOMIIEHCAIMIO BakyyMa (Vacuum compensation).

[Tocne yero naxxats OK u Close B 0OkHe KOH(UTYpaIH

KOHOHMHOHHDOGGHH@ xpomamozpad)uuecmﬁ KOJIOHKU

KonauunonupoBanue xpomaTtorpaduueckoil KOJIOHKA HEOOXOIMMO MPOBOJAUTH B Cllydae,
ecnu B Xpomatorpad ycTaHOBJIEHA HOBas KOJIOHKAa, MO0 B TOM Ciyd4ae, €ClH KOJOHKa He
UCIIONIb30Bajach Joiaroe Bpems Oojee Henenu. KOHIMIIMOHUpPOBaHME IMPOBOAUTCS C IEINBIO
yIaJeHUs U3 KOJIOHKH T'a30B, aJICOPOMPOBAHHBIX U3 BO3AyXa (KHCIOPOM, a30T, YIIIEKUCIIBINA ra3),
U a/ICOPOUPOBAHHBIX MTAPOB BOJIBI.

JIis KOHAMIIMOHUPOBAHUS KOJOHKH HEOOXOIMMO 3aKpBITh TEPMOCTAT. BKIIIOUHUTH MOTOK
raza-HocuTensl 4epe3 KoJoHKy. Ilocie dero ycranoButh ero temmeparypy pasHoit 50°C u
BeIZIepKaTh B TeueHue 10 muuyT. [locne vero co ckopoctbio S°C/MUH TOIHATH TEMIIEPATypy
TepMocTata A0 3HadeHuss Ha 20-50°C Bplle IJIAHUPYEMOW aHAJIMTHYECKOW pabodeid
temneparypbl. OcTaBuTh cucteMy paboTarh B TeueHue Houu. OXJIaJuTh TepMOCTaT 10 paboueit
TEMIEPaTypHhI.

Omxkauka Kamepbvl macc-cnekmpomempa

st NOJIePIKaHUS BBICOKOTO BaKyyMma Macc-CIEKTPOMETP 00opyI0BaH
TypOOMOJIEKYJIAPHBIM HAacOCOM CO CKOpPOCThIO OTKayku 75 n/muH. llepen mpoBeneHuem
U3MEpPEHUIl Ha Macc-CIEKTPOMETpe TpeOyeTcs OTKayaTh €ro BHYTPEHHIOK KaMepy 110 JaBJIeHHUs
~107° TOPD.

XpomMaToMacc-CeKTPOMETpP YIpaBIsieTcsi mpu oMo nporpamMbl TurboMass v. 5.4.
3amyck mporpammsl: Start — Programs — TurboMass ver.5.4.0 — TurboMass ver.5.4.0.exe.

Brectu cBoe uMms u mapoJib puc. 4.17.

TurboMass Login

Tupe a logon narme and pazsword ta log in.

Logon Mame: |Admlnlstrat0r Cancel

Pazzward: |

Puc. 4.17. OxHo BBOJA JIOTMHA U HapOJIs
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ﬁ TurboMass - GASMEMBRANES - Default

fle Edt Samples Run View Quartify Corfigure Tooks Help

|| d| @ »[m] 0] wRww =

| & |

| 2|

o el@ faele 2wz L2 E

=]

LB

GE: File Name ‘ S Method | GC Method |V|a\ Nl\meclollSamp\e 1o | File Text Conditiohs Quantify Method Calibratior
1 est_JO030620_T |Hex hex 2 A
@ g 2 |20090702_aAu2C_" Mol_sieves Mol_Sieves 2 A
[i Dven Temp 3 |20030805_tech' 7 Hex hex j! A
0°c 4 |20090807_Ads Pl Hex hew 2 A
TS 5 |200905605_HA_P Gas_membrane Catalyze | A
l:l E  |20090622_Hal40, Hex hex 10 A JDervapupoarie
7 |20030808_kalbro Hex hex 1 A deltaP=0.62
G Stalus 8 [hAD_Pd3_test 0 He e oA 1_vodorod_72C
MS
@ Operate ﬂ ;
@ Fiessures une Page
@ Filament
£ >
Index Acqui.., | Description Status [ Index Proc... | Description Status
Launch Tune page Mo Instrument 0:0 Shutdown Disabled

Puc. 4.17. OcHoBHOE OKkHO mporpamMbl TurboMass

B TunePage - c:\turbomassigasmembranes. pro\acqudbldefault.ipr

Flle IonMode Calibration Gas NelldaEN Help

SECIE :
El+ Source | Diagnosios | ;‘i:;”;”f;;&etmm Mass e Bl Torr
Yacuum System Operate W |32 [52 IEES]
Reinitialize w2z | ‘ | Q 3
‘ a | [ [
Purnpy¥acuum 4 | ‘ | 2 1es
Instrument Threshald Settings...
Communications Skatus... 3z0 =l
Instrument Mame 1.20e2 =995
GC Interface w Diagnostics Page
Inlet Line Temperatwe: |20 =70
Source Parameters
Election Energy ,17 ,207 '_J—
Trap Emission [e  fo [——F—
Repeller ’T ,T .—J_
Lens1 ,T IEEI_ ?
Lens 2 ’T ’W '—J—
Source Temp [C] ,23— ,70—
Filament Current W
Source Curent EEE
W5 Parameters
LM Fes [zs | — ——
HM Fres e ——— F——
lop Energy 5 ’jJ—
lon Energy Ramp 1o _Ji_
Muliplier (V) o [—F—
20 7.0 12.0 17.0 22.0 27.0 320 aro 42.0 47.0 52.0 57.0 B2.0
l:l Prezs for Operate .
Taoggle instrument pump/vent wented Standby

Puc. 4.18. Oxno TunePage

[Tocne BBOMIA JTOTMHA U TTAPOJIT OTKPOETCS OCHOBHOE OKHO Tmporpammbl TurboMass. ITocne
4yero Heo0X0AUMO HaxaTh Ha KHONKY TunePage (Ctpanuna HacTpoiiku) puc. 4.18.

3arem B OCHOBHOM MeHI0 okHa TunePage TpeOyercst BoiOparh Bkianky Options v HaxkaTh
kHOTKY Pump/Vacuum system on (puc. 4.19). Ilocme dero momoxgath TOKa JJaBJICHHE

ONYCTUTHCS HUXKE 2.5° 107 Topp. [Ipu 3TOM HaBiIeHNHU MOKHO MPOBOJIUTH AHAJIM3.
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4.2. [IpoeedeHue xpoMmamepaghudecKux usmepeHul

Yemanosxka memooa npu nomouwiu cobcmeenHo20 uHmepd)eﬁca xpozwamoepad)a

Xpomatorpad Clarus 600 0060pynOBaH CEHCOPHBIM JHUCIUIEEM, KOTOPBIN TO3BOJISET
HACTpaMBaTh MapaMeTphbl TEKYIIEro XpoMartorpaduieckoro Merona. [log xpomarorpaduieckum
METOJOM IIOHUMAETCS COBOKYIIHOCTb TEMIIEPAaTYpHOM IIPOrpaMMBbl HMHYKEKTOpa U TEPMOCTaTa
xpomatorpada, mporpamma, o KOTOPOi B KOJIOHKY OYJIET IT01aBaThCs ra3-HOCUTENb, HACTPOUKH
JIETEKTOPOB.

Jlist HACTPOMKHM TapaMeTPOB TEKYIIETO XPOMATOrpaduuecKoro MeTo/1a HCIOJIbYETCs SKpaH
cTaTtyca cuctemsl (system status screen) puc. 4.19. IKOHKHU 3TOr0 OKHA 00€CIIEYHBAIOT JOCTYT K

rnapamMeTpam aKTUBHOI'0O MCTOAA.

e @ Gl ©&m

Run sgral A-PSS| | Oven| A-FID | Events A-PSSI|  Oven | AFID | Evenss |
@ Temp  Time  Rate I~ Heater OF
— — . [ 50 [o10 [100 af L;f ) ﬁI—"C
. 80°C o [T51 [o10 [T10 o % C Clempini. Progra
@l—l\ !ﬁ_ 3 IT W 150 ‘ ® CarrierGas ———
Phd @‘ FID 4 [ & [on [130 <] 0?03 ESI'_M 20 ps ez
j e 59.0 — 0.0 cmisec press.-init Program
8 I:z m S L s ﬁa Spit
2 . % 7
Pss FID r 500_,_/—'_ bEfow 0 [OFF mum
j N [y E oven of 0 083 167 w0

@ Ready 0:00 @ Ready 170 @ Ready 17:01
Tools w - LI :I E Tools vl - 1' :I E Tools vI
Puc. 4.19. Dxpan  Puc. 4.20. Okpan Pume.  4.21.  Dkpan

CTaTyca CUCTCMbI YCTaHOBKH nporpaMmbl  HACTPOMKH I1apaMeTpOB
TepMocTaTa PSS unxexropa

Haxarue Ha UKOHKY oven (Ile4b) OTKPOET OKHO HacTpoiiku tepmocTara puc. 4.20. /lanHoe
OKHO TI03BOJISIET YCTaHOBUTh Mporpammy paloTbl TepMocTaTa. OJTa HpOrpaMMa MOXKET
cogepxatb a0 10 cexuuii. B pasmene Temp. ycraHaBiuBaeTcs Temmeparypa, Npud KOTOpPOH
NPOMCXOIUT BBIIEPXKKA, B pazaene Time ycTraHaBIMBaeTCS BpeMs BBIICPKKH, B paszene Rate
YCTaHABIIMBAETCSl CKOPOCTH Mocienytomero Harpesa. Eciu B pa3aene Rate moctaButh 3HaueHue
END, To Bce mocnenyomuye CTaJiud NporpaMMbl CTaHYT HeaKTHUBHbIMHU. [locime mpoxoxaeHus
BCEil TemmepaTypHOIl porpaMMbl TEPMOCTAT YCTAaHOBUTh 3HaUCHUE TEMIIEPaTyphl YKa3aHHOE B
nosie Int. Temp.

JInsi yCTaHOBKH TMapaMeTpOB MH)KEKTOPOB TpeOyeTcs HakaTh Ha MKOHKY Injector A (B
nanHoM ciydae PSS) wim Injector B (B nannom ciyuae Pkd). [Tocne naxkatus nxkonku Injector A
OTKpBIBaeTCsl OKHO HacTpoiiku PSS mmxekropa (puc. 4.21). 9T0 OKHO HAacCTpOWKH MO3BOJISET
YCTaHOBUTH TEMIIEPATyPHYIO MPOrpaMMy MH)KEKTopa (KHomka Program B pasnene temp-int.) win

MMOJTHOCTBIO OTKIIOYHUTL IIOTOK TIa3a HOCUTCIA, YCTAHOBKA TIIPOU3BOAWUTLCA AHAJIOTMYHO
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YCTAaHOBKE TEMIIEpAaTypHON IIporpamMMbl TepMOCTaTa.

HocuTeNs (cM. paszen 4.1), mpu 3TOM MOXKHO peryjJupoBaTh JIMOO [aBlICHWE ra3za- ™

HOCHUTEJS Ha BXOJE B KOJOHKY, OOBEMHYIO CKOPOCTh MOJAuM rasa,
100 TMHEWHYIO0 CKOPOCTh MoIa4yM raza. Tak:ke MOKHO PeryJlupoBaTh
CTerneHb pa3daBiIeHUs] MPOOBI WIKM MOTOK raza pa3z0aBisiomero mpooy
B 3aBHCHMOCTH OT BBIOPAHHOT'O peKUMa.

PaccmoTpuM mnpumMep yCTaHOBKM MapaMeTpoB AETEKTOpa IO
teronpoBogHoctd.  Ilepen  Bkmouenuem  JITII  HeoOGxommmo
yOeIUThCS, YTO KOJIOHKA NMPUCOEIUHEHA K KaTapOMETPY M BKJIIOYEHA
nojada raza-nocutens. [logaga Toka Ha ¢pumamMeHT 6€3 raza-HOCUTEIS
MOJKET MPHUBECTH K €ro MOBpexaeHuto. g Toro, 4rodsl mepentu K
Hactpoiike JITII B skpaHe cHCTEMHOTO cTaTyca HEOOXOAUMO HaKaTh
kHonky JITII. Ilocne 3TOro OTKpOETCS 3KpaH HACTPOMKH MeEToAa
paboThl kKarapomeTpa puc. 4.22.

B mnone temp tpebyercs yCTaHOBUTH TeMIleparypy, OO
OTKITIOYUTH nerektopa. B mome  Atten

HarpeB  Kopmyca

YCTaHABJIMBACTCSl ATTCHIOALMS CUTHAja JIETeKTOpa. YCTaHOBKA
AutoZero o3Hadaer oOHysneHue Oa3oBoil nuHMH. B mome Current
BHIOMpaeTcsi TOK Hakana (uiameHTa. YBEIWYEHHE TOKAa Hakala
MPUBOJIUT, K YBEIHUYECHUIO TeMIepaTyphl (uIamMeTHa, YTO B CBOIO
oucpcab MPUBOAUT K YBCIWYCHHUIO YYBCTBHUTCJIBHOCTH ACTCKTOPA

MPOMOPITMOHAIBHO TOKY B TpeTheil cTeneHu. (OIHAKO CIMIIKOM

[IporpaMmmy mnomaum rasa

&

B-Phd | Owen | B-TCD| Evenss |

!ﬁ “Woc Heater OF |

o o5 ¢ B Bl 000 mv

Alteny 256 ﬂ I_ AutoZero
current[+40 ¢ ma Oufut  Recorder

Ofisel: 5 %
Filber: 2000 mS

Gas fow (L)

Set Actual
@ Rel, ] 0
@ MakelUp 00 00

@ Ready

| -FE=
Puc. 4.22.
Hactporku ATII

1701
Tools w

OKHO

BEE|
Bl

Confguration

g
Wl@
2w

A-Injector A-FID

& B N ¥

Run Selp  Preumaics  Relays

I [Debug)

)

B-TCD

@ Ready 1701
Close
Puc. 4.23. OxHO

HAaCTPOWKHU CUCTEMBI

BBICOKMI TOK Hakaja puiIaMeHTa MPUBOJUT K 3HAUYUTEIbHOMY YMEHBILIEHHUIO €0 CPOKa CITyKOBI,

HO3TOMY IIpH BbIOOpE TOKa (pUIIaMEHTa PEKOMEHIyeTCsl pyKOBOACTBOBaThCs Tabauuei 4.1.

Tabnuya 4.1. 3asucumocmev MAKCUMATLHOZO PEKOMEHOYeM020 MOKA (uiameHma om

pabouell memnepamypuvl 0emeKkmopa

Toxk ¢punamenta PexoMmennyemast Temneparypa J1eTeKTopa

l'az-nocurens He u Hy l'az-Hocurens N l'a3z-nocurens Ar
160 MA Jlo 100°C He pexomennayercs He pexomennyercs
120 MA JTo 300°C He pexomenayercs He pexomennyercs
80 MA Jlo 350°C Jlo 110°C He pexomenayercst
40 MA Jlo 350°C Jlo 350°C Jlo 350°C

Taxoke 111 KOPPEKTHOM pabOThl KOPPEKTHOM pabOThI JeTeKTopa TpeOyeTcsi yCTaHOBUTH

NoTOK Tasza-cpaBHeHus (Reference gas), morok rasza misa pasdasnenus (Make up gas) u gactory

CUMTBIBAaHMUS CUTHajla Kartapomerpa. i 3TOoro B SKpaHe craTyca cucteMbl (System status
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screen) HYXKHO HaxaTh KHOMKY Tools. Ilociie 4ero B BBIMAgaroOnieM MEHIO BBIOPATH ITyHKT

Configuration. ITocie 3TOro oTKpoeTcsi OKHO HACTPOUKH CHCTEMBI pHC. 4.23, B KOTOPOM HY>KHO

JKpaH HACTPOIKH
MeToaa PadoThI
KaTapoMeTpa

Melhod 5

@ 2 °C

B-Pkd | Oven | B-TCD | Events |

ﬁ ! W"C Heater Off |

lemp

Aen[2s6 3|

@& ma

M 0.00 my

I AuloZero

Current] +40

2l

Output:  Recorder

Filler: 200 mS

Gas flow {nl)

JKpaH HACTPONKH
napamMeTpoB
KaTapoMeTpa

Defne Gas Sources

Achaal
0 mLinin

0.0 mLtnin

Integrator

Puc. 4.24. Hacrpoiika napamerpos A TII

Ha)kaTh Ha KHOMKY B-TCD my1st TOr0, 9TOOBI OTKPBITH OKHO HACTPOWKH KaTapoMeTpa.

B oxHe HacTpoOWKHM KaTapoMeTpa YCTaHaBIHMBAIOTCS TaKWE IapaMmeTphl Kak: MOTOK rasa-

CpaBHCHH:, IIOTOK ra3a IJIsd p336aBJ'IeHI/I$I HpO6I>I " 9aCTOTa CYUTBIBAHHUA CUTHAJIA KaTapOMETpPa.

Ha puc. 4.24 nokazaHo OKHO aKTMBHOI'O METO/Ia KaTapOMETpa U OKHO HACTPOWKH MapaMeTpOB

katapomerpa. B mone Filter sxpana HacTpoliku mapameTpoB KatapoMmeTpa TpeOyercsi BHIOpaTh

MHTEpBaJl 3allCH CUTHala KaTapomerpa. /s TOro, 4toObl YMEHBIIUTH COOTHOIICHHE

curHai/myMm B mosie Filter MoxHO ycTaHoBHUTH 3HaueHue Oosbinee, yeM 200, mampumep 800

MUJUIMCCKYH, OAHAKO IIMKHU IIPU 3TOM YIIHUPATHCH. I[J'IH TOro, YTOOBI MMOJIy4YnThb 6LICTpBII>’I

OTKJIUK JeTeKTopa, B nose Filter Hy)kHO ycTaHOBUTH 3HaueHHE paBHOe S0 MUuTMCeKyH. B mone

Reference ycranaBnmuBaeTcs OTOK ra3a-CpaBHEHHUS B MiI/MHUH, a B mosie Make Up — moTok rasa

JUTsl pa30aBiIeHUsS TPOOBI U3 KOJOHKH.

@ Ready

58
'Aux ,l L Aux ,l

P

’_[
R}
Signal (riv) j

FID

17:01

Tools vI

Channel B- TCD
50°C 0.00 my

132.6

76

@] &

Zero Display

| auozero |

@ Ready 17:01

B <) 2| F e

bl
kbl

Puc. 4.25. IIpocMoTp curuana karapomerpa
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[Tocme ycCTaHOBKH BCEX IMapaMETPOB HWHKEKTOpA, TEPMOCTaTa M JIETEKTOpAa MOXKHO
NPOBOJIUTH XpoMmaTorpaduueckuii aHamu3. i 3TOro B OKHE cTaTyca CHCTEMBI TpeOyercs
Ha)XaTh KHONKY start W TOcie 5 CeKyHJ MPOBECTH WHXKEKIHUIO MPOObI CHUTHAJI KaTapoMeTpa
MO>KHO OTCJIETUTh, HAXKaB KHONIKY Signal puc. 4.25.

HeobOxomumMo OTMETHTH, WTO B Ciydae yIpaBJIeHHs depe3 uHTepdelic xpomarorpada
HEIllb3sl HAaCTPaWBaTh MapaMeTpbl paboThl Macc-criekTpomerpa. Kpome Toro, B JaHHOM ciydae
3alUCh XPOMATOTPaMMbI B TAaMSITh KOMIIBIOTEpPA HE TPOUCXOAMT, IMOITOMY YIPaBICHUE
xpomaTorpada MpakTUYECKH BCET/Ia OCYIISCTBISIIOT C KOMIIBIOTEpA C TOMOIMIBIO MPOrpaMMm
TurboMass u TotalChrom.

Yemanoska memooda u npoeeéeHue AdAHAAUu3a C UcCnoib3oeadrnuem ,HTH noo ynpaejiernuem

npozpammul TotalChrom

TotalChrom Logon [ x|
ITporpamma TotalChrom v. 6.3.1 pa3paborana mjst yrnpaBieHHS

Enter user name

xpomarorpadom, 00OpPYZOBAaHHBIM pPA3IUYHBIMH JIETEKTOpaMu (3a

UCKITFOUYEHHEM MaCC-CIEKTPOMETPHUYECKOTO JAETEKTOPA).

3amyck mnporpammsel:  Start — Programs — TotalChrom ok | Carcel

Workstation — TC Navigator mocje 4ero mosiBUTCS JTHAJIOTOBOE OKHO

BXOJ B CHUCTEMY. B KOTOpOM Tpe6yeTCﬂ BBECTH UM IOJb30BaATEII U Puc. 4.26. OkHO
HapoIs BXO0JIa B CUCTEMY

[Tocne »toro mosiBUTHCS OkHO mporpammbl TC Navigator (puc. 4.27), yepe3 KOTOpoe
OCYIIECTBIISICTCS YIIPABICHUE XpoMaTorpadoM U aHaTH3 XPOMATOTPaMM.

J51s TOro 4yToObl CO3AaTh METOJ, IO KOTOPOMY OYJIEeT BBIIOJIHATHCS XpoMmaTorpaduueckuit
aHanu3 HeoOxoauMmo HaxkaTh KHOMKy Method B pa3gene Build. Ilocne dero mosiBUTCS OKHO
CO3J1aHUs WM PETaKTUPOBaHUs MeToa puc .4.28.

Jlnst co3manust HOBOro Merona Tpedyercst BeIOpaTh BkiIaaky Create new method, Tak ke
MOYKHO 3arpy3uTh MeTOJbl, coxpaHeHHble Ha nuck (Load method stored on disk) mmm panee
co3nannbie MeTobl (Load recently edited method).

[Tocne naxarus kHonku OK, B ciyuae ecnu BRIOpaHO CO3/ITaHUE HOBOTO METOJIa, Ha dKpaHe
HOSIBUTHCSI OKHO BBIOOpa XpoMaTorpada, Uit KOTOporo OyneT co3aBaTbCsl JaHHBIA METO/ PHC
4.29. B nannom ciydae BeiOpaH xpomatorpad Clarus600.

[Tocne BriOOpa xpomarorpada u HaxaTtus kHonku OK mosiBuThCs okHO Documentation, B
KOTOpOM TpeOyeTcsi BBECTH KpaTkoe omucanue meroaa puc. 4.30. [locne Haxartus kHonku Next
nosiBUTbCs ciaenyromee okHo  Instrument Notes (puc. 4.31), B KOTOPOM MOXKHO BBECTHU

napamMeTpsl HHCTpyMeHTa. J{JIs 3amicu mapamMeTpoB MHCTPYMEHTa MOXKHO BBIOpaTh HECKOJIBKO

mabmonoB: GS, Cap GS, HPLC, IC, Sec, Cap Electrophoresis.
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HeoO6xomumo oTmeTuTh, 4TO WHpOpMamus, BBoAWMAas B OKHax Documentation u

'..- TotalChrom Navigator - NCI902

Buid [retumert  Bun MWiew FReprocess LDisplay £pps Admin Help
Status )
Buld
RICIE02
Mo Methed ﬁ Instrurment
ALE N Dala heks]
IFF: Mot Ready Sequence
ChD: Mone -
Sehup
[Develon Reports Graphic Edit
Instrumert
Inetruments
- - A 4
- Hands On hadif Dietails
| !
| R E=
| | b
Reprocass a]:]i] Display
AUM RAeal-Tirme Plot
| "
Rezulte Pobizh
| A [1iiph]
| - =
Batch Summary Chromatagrans: Jpectra
View a summary of he statuz of all corfigued netumeniz ||Uzer mamager |Inst: MCIA02

Puc. 4.27. Oxno nporpammsl TC Navigator

(Data Acquisition and Instrument Control

Instrurnent Marme © 970 - 1 Sampling Rate : 1 ptsfs
Delay Time

Run Time

— Select startup option

Compon ;e Frocessing and Re
Replat Pages : @ Create new method
Scale Factor :
Offzet . " Load method stored on disk

Scale
- — = " Load recently edited method Clear MR List |
|{Companent List and Cal

Components T ; - Use Calibration Factor
MNamed Graups C 1.000000e-+08

Tirmed Groups t 1

Calibration

Create a new file

Puc. 4.28. OxHO co31aHus U peJaKTUPOBAHUS XpOMaTOrpauuecKuX METOI0B
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Intstrument Notes, He BIMAET Ha NPOBEACHHE AHAIN3A, A CIYXKUT
Instrument Selection

JIMIOBb JJIS KPATKOT'O OIIMCAaHHA METOAa, KOTOPOEC 3aTEM IPUBOIAUTHCA B

| ElarusE0

OTYCTC.

Ha cnenyromel craguum HacTpoMku Meroaa, B OkHe Data

Acquisition (puc. 4.32) HeoOXomMMO BBECTH mapaMeTpsl cOopa

Oyner mpoucxoauth cOop nmanueix (Kanmanm A, B wnm oba kanana

cpasy), Tocjie 4ero B Imoyie Source BHIOpaTh UCTOYHHK JAHHBIX [T

nanubiXx. B mone Data Channel TpeOyeTcst BBeCTH KaHall, ¢ KOTOPOTO |
kaHama A u B. B monme Set Data Rate HeoOXoauMoO yCTaHOBUTH |

CKOPOCTbh CUMTHIBAHUS JAaHHBIX (KOJMYECTBO TOYEK B CEKYHIY, JIHOO o | Corcel |
SICE|

Mo MIMpPHHE MHKa y ocHoBaHMs). Bknaaka Real-Time Plot mo3Bomsier

Select instrument: Claruse00

HACTPOUTH (POPMAT BBIIAYM XPOMATOIPAMMBI B PEKHME PEATHLHOIO  Pue. 4.29 OKHO BbIGOpa

BPEMEHU. xpomarorpada

: Documentation @

Drescription l

Description Logon Mame ]tcprocess

[ Start audit trail
-

Mext - | Cancel

Enter descriptive text, Use Chrl+M ko stark a new line

Puc. 4.30. OkHO 1714 KpaTKOro ONMMCaHUs METOAA

Cnenyromee okao Instrument Control puc. 4.33-4.36 mO3BOJISIET HAcTpauBaTh TaKHeE
napameTpel Xpomatorpada, Kak: TemIeparypHas IporpamMma WHXKEKTOpa M TepMOCTara,
nporpaMMmy IMojayuu ra3a-HOCUTENs B XpoMaTorpauueckyio KOJIOHKY, YCTAHOBKH JETEKTOpa, a
TaKXXe MPOrpaMMHUPOBATh BBIIIOJHEHHE PA3IMYHBIX COOBITHI BO BpeMs BHIMOJIHEHUS aHanu3a. B
9TOM OKHE€ BBIIIOJIHAKOTCA ﬂeﬁCTBHﬂ AHAJIOTUYHBIC ﬂeﬁCTBHﬂM, OMMCAHHBIM B pasacic

«YCcTaHOBKa METO/a MPU ITOMOIIHA COOCTBEHHOTO MHTEpdeiica xpomarorpada.
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®

Instrument Notes

Header text

Packed Column GG -
Instrument : Clarus 688
Column : HolSieve
Column Length : 30m
Carrier Gas : He
Flow Rate : 5 ml/min
Temperature : 5ec
Injection Temp.: 148C
Detector 1 T HS
Detector 2 : TCD
Hotes -

Template

GC - 4 Back | Mewt - | Cancel | Beset |

Enter bext - Use Crrl+M bo skart a new line

Puc. 4.31. OxHO 151 3aIIMCH TapaMeTPOB XpoMarorpada

Data Acquisition

[ata Channels | Real-Tirme Plat

Data Channel Source
T E—
o] Charrel B m
Set Data Rate
" By peak width at baze (3]
* By sampling rate [ptsds)
[1ata Storage
Iv Store all data from i D ata Paoints: 15000
I Store run log Drelay time [min]

Fun tirme [min)

«--Back | et - | Cancel | Apply |

umber of data points collected per second

Puc. 4.32. OxHO HacCTpOWKH cOOpa JAHHBIX

Bo Brmagke Oven/Inlets (puc. 4.33) ycTaHaBIMBaIOTCS MPOTPaMMBI pabOTHI MHKEKTOpA
n tepmocrara. [losme Oven Ramp mo3BoJsieT ycTaHABIMBATH TEMIIEPATYPHYIO MHpOrpaMMmy
TepMocCTaTa, IporpamMmma Moxet cojepxatb 10 10 cekuunit. Bknanka Injector Ramp no3posnsier
yCTaHABJIMBAaTh TEMIIEPATYpHYIO MpOrpaMMy Ui HWHXKEKTOpa, KOTOpas TaKkKe MOXKET
comepxkath a0 10 cekmuil (crmoco® yCTaHOBKM TEMIIEpaTypHOM MpOrpamMMbl aHAJIOTMYEH

croco0y, OINMUCAaHHOMY B paszJelie «yCTaHOBKa METOAAa IMpH IOMOLIM COOCTBEHHOTO
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Instrument Control @

Oven/lnlets lCarrier] Detectorsl Instrument Timed Events]
Program time [mir)
Oven | 20,00
440 I
20.00
330 :
220
110 Data end time 20,00
1]
0o 5.0 100 150 200 250 300
Cryo-
Oven Ramp Rate Temp Hold ~| | Coolant o -
Initial
1 | Cut-in temp [*C)
2
3 Timeout [min] :]
4| v [\ Oven Ramp
Heated zane setpaints [*C) Owen
Injector & On - Aus Heated Zone 150 taw temp [*C) 380
Injector B a0 Equil time [mir) 20
- Back | Mewt -2 | Cancel | & |
Length of time ko hold at initial temperature For this program step (0,00 - 999,00 min}.

Puc. 4.33. Oxno Instrument Control. Hactpoiika mporpammsl
MH)KEKTOpa M TepMocTaTa Xxpomrorpada

Instrument Control @

Owvendlnlets  Carrier ]Detectolsl Instrument Timed Events]

~ Program time [min)

2000
40.0 280 z
200 0 B: Presz - He . 20.00
200 140 Dven time 20.00
Nl e _- 70 Data end time 20.00
0o i]
00 50 100 150 200 250 300 Column
Length (m] 5000
Carr. A Ramp Rate Setpoint | Hold
Initial 14.0 999,00 Diarneter [pm) 320
1
2 Wacuum comp Ot v
2
4| v [ Carrier & A Carrier B Split Coritral
Maode Ratio [r:1] i
Caier & Control Flow ml i) 200
Carier B Contral | Pressure LJ tode Flow

- Back | MHest -2 | Cancel | Apply |

Flow/pressure option For Carrer A

Puc. 4.34. OxHo Instrument Control. Hactpoiika nmporpaMmsl
[10/1a4M ra3a-HOCUTENS B KOJIOHKY

unTepdeiica xpomarorpada»). B mome Program time mokazaHa cymMMmapHas JJIHTEIBHOCTD
nporpaMMm MHXekropa u tepmocrtara. [lone Cryo mis xpomarorpada Clarus 600 HeakTUBHO,
IIOCKOJIBKY OH HE CHa0»KeH KpHo-TepMocTaToM. B mone Oven ycraHaBIMBaeTCs MaKCHUMaJIbHAs
paboyass TemmepaTrypa TepMOCTaTa, KOTOpas OIpeNeNseTcs MaKCHUMalbHOW —paboueit
TEeMIIEpaTypoil YCTaHOBJICHHBIX B Xpomarorpade KoioHOK. Hampumep, B Xpomarorpage

ycranosneHo nBe konoHku Elite Plot Q (makcumanbHas pabouas temneparypa 250°C) u Elite
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Molsieve (makcuMmanbHast pabouas temneparypa 350°C), B 3TOM cllydae MaKCHUMAIbHYIO
pabouyio TeMmIeparypbl TepMocTara ciefayeT ycTtaHoBUTh paBHOU 250°C. Taxxe B mose Aux

Heated Zone MoxHO YCTaHOBUTH HAI'peB BCIIOMOTaTEIbHON 30HBI

Instrument Control @

U\rena"lnlets] Earrier] Detectors  [nstrument Timed Events ]

Timne: [mir) 0.0 Add
Evert [aTT4 - et
Y alue Af21
AfZ2 Q
HOLD w
Defined Ewvents- Walves
Ewvent Walue Time Initial Setting
& ant o
{+ &
3 VaLvE " Onf O
y At
L) P
i {= i

- Back | st - | Cancel | Apply

Select the required event, and enter the time at which it is ko accur

Puc. 4.36. OxHo Instrument Control. IIporpamMmmupoBanue
COOBITHIA

Process

Integration ] Bazeline Timed Eventsl Optional Hepolts] Heplot] Uszer Programs

Basic Parameters

Bunching factar [pts]
HMoize threshold [p] 1
Area threshald (i) 100,00

Advanced Parameters -

Peak Separation Criteria 1~ Exponential Skim Criteria

Wdidth ratio 0.200 Peak height ratia IE.DDD
YWalley-to-peak ratio oo Adjuzted height ratio 14.000

alley height ratio 13.000
Defaults

£ Back | Mewst - | Cancel Apply

Murber of points ko average for peak detection] 1 £o99 ]

Puc. 4.37. OkHO HACTPOWKH MapaMeTpoB 00pabOTKH
XpOMAaTOrpaMMbI

Bxnaaka Carrier (puc. 4.34) nmo3BosisieT HacTpauBaTh MPOrpaMMy MOJAauu ra3a HOCHUTENS B

xpomarorpaduyeckyto koinoHky. B mone Carrier A u Carrier B ycranaBnuBaeTcst mporpamma
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Global Information

Global Information | LIS Hesults]

ol E s ful Unidentified Peak. Quantitation
st aten s lngi Calibration factor 1.000000e+08
5 ample Volume [ul] 1.000 * Always uze calibration factor
" Use nearest companent

sl 0 (" Use nearest reference

Calibration

{* External standard RAT Calculation

(" Intermal standard % Ise first peak in run az BRRT reference

~
[~ Beject outliers during calibration

Allowed deviation [] _J

Sample Amount Options

[~ Comect amounts for calibration standards

¥ Corwert unknown samples to concentration units

< Back | et -3 | Cancel | Apply

The units for volume entries - For display purposes only

Puc. 4.38. OxHO yCTaHOBKM MapaMeTpOB AJIsl IPOBEACHUS
KOJIMYECTBEHHOTO aHAIN3a

ra3a-HOCHUTEJS JUII MHKEKTOpa A U MH)KEKTOopa B COOTBETCTBEHHO, MPOTrpaMMa MOXKET COCTOSITh
n3 10 cermentroB. B mome Program time moka3zaHa cyMMmapHasi UIMTEIBHOCTH MPOTPaMMBbI
nojgaun raza. B mome Column BBOASTCS mapaMeTpbl XpoMaTOrpadUuecKor KOJOHKU (JTUHA,
BHYTPEHHUH JHaMeTp M KoMmIleHcauus Bakyyma). B mone Split Control BBoasATECS mapameTpsl
pa3baBneHust TpoObl. Pa30aBieHne MOXXET PETyJIHpOBATHCSA IO COOTHOIICHHIO IMOTOKA Tas3a
HOCHUTEJISI M TIOTOKA JOTIOJHUTENBHOTO Ta3a s paz0aBieHus (pexxum Ratio), mnbo BenmunHON
noToka raza Juis pazbasieHus (pexum Flow). B mone Mode yka3piBaeTcs pexuM KOHTPOIS
IpOTpaMMBbl MOJIA4M Ta3a-HOCUTENS: 10 JIaBJICHUIO Ha BXoJe B KOJIOHKY (Pressure), mo pacxony
(Flow) nnm e mo nuHEHHOM ckopoctu raza-Hocutens (Linear velocity).

Bo Bknazne Detectors (puc. 4.34) ycraHaBiIMBarOTCs apaMeTphbl paboThI 1eTekTopa. B mose
Temp yka3sbsIBaeTcsi TeMIiepaTypa Kopiyca JeTeKTopa, B MoJie range — BeJIMYMHA Toka (4 — 160
MA, 3 -120 mMA, 2 -80 MA, 1 -40 MA), mpomyckaemoro uepe3 ¢uiameHt, Autozero —
aBTOOOHYNeHnn 6a3oBoi ymHuM. Filament on/off — BiroueHwne u BeIKIIOUEHHE (riamenTa. B
nosie Gases Ref(He) ycranaBnuBaet BennunHy moToka ra3a-cpaBHeHus. B mome INT Attenuation
3aJaeT BEJIMUMHY OcllabiieHus curHaia, a moyie Offset — cnBur HyJieBOW JTUHUM HA yKa3aHHBIH
YPOBEHb.

Crnenyromas Bkmangka Instrument Timed Events (puc. 4.36) ucnonbs3yeTcst JUisi COOBITHI,
NPOMCXOJSIINX B TPOIECCE BBIMOJICHHUS XPOMAaTOTpaMMBI. B KauecTBe TaKWX COOBITHI MOTYT

BBICTYIIAaTb OTKPBITHC W 3aKPbITUC Pa3jIMYHBIX KiIallaHOB, € IIOMOIIBIO KOTOPBIX MOXKHO,

54



HalpuMep, pEealM30BBIBATh  OTAYB  ONPEJCIICHHOIO  KOMITIOHEHTA,  BBIXOMAIIETO U3
xpomaTorpaduuecoil KOJIOHKH, AJi TOTO, YTOOBI OH HE MOMaJl B IETEKTOP.

[Tocne HacTpoiiku mapameTpoB Xpomarorpada mnosBiaoTcs okHa puc. 4.37-4.41, B
KOTOPbIX HACTPaumBaIOTCS MapaMeTphl 00paboOTKM XpomarorpamMmel. B oxHe Process
yCTaHABJIMBAIOTCS TTApAaMETPhl HHTETPUPOBAHUS U Pa3ICIICHUS TUKOB.

B cnenyromem oxne Global Information puc. 4.38 ycTraHaBIWBarOTCS TMapameTphl IS
MPOBEICHUS KOJIMYECTBEHHOTO aHaIN3a, B YaCTHOCTH €IMHUIIBI 00beMa (B JaHHOM mpumepe ),
€MHUIIBI Macchl U 00bEM BIpbICKMBaeMOM MpoObl. KaninOpoBKy MOXKHO MPOBOUTH KAk MO-
BHEIIHEMY, TaK W IO BHYTPEHHEMY CTaHIapTy. Tak ke B JaHHOM OKHE MOXHO BBECTHU
KaTMOPOBOYHBIN (aKTOP I MUKOB, KOTOPbIE HE ObUIM HIEHTH()ULIUPOBAHBI.

B okne Component Defaults (puc. 4.39) BBOASTCS HACTPOWKM JUIS TOWICKA IHKA TIO
YMOJYaHUIO, B YACTHOCTH BBOAMUTCA a0COJIIOTHAs M OTHOCHUTEIbHAs MOTPEIIHOCTh MpPU MOUCKE
nUKa.

Ha cnegyromem stame HacTpoiiku MeToja OTKphiBaeTcsi okHO Components, KOTopoe

Component Defaults @

Identification | Cafibration | User Values/LIMS |
Companent Type

[+ " MNamed group " Timed group

Absolute windaw 0.00 3

Fielative window 3.00 %

[v Find tallest peak in window

Feference |

Lef L

Internal Standard |

£--Back | Mext --> | Cancel Apply

The component is a single peak

Puc. 4.39. OkHO HACTPOWKH JJIs1 TIOUCKA MUKOB

conmepxkut Bkianku Identification (puc. 4.40) u Calibration (puc. 4.41). Brimagka Identification
CIy’KUTh JJISl CO3JAaHUs CIIMCKAa BEIIECTB, KOTOPHIE COJEPIKAThCsA B PA3JACNsAeMOl CMECH, I
KaXXIOro coenuHeHus: TpeOyercs ykaszaTh Bpems yaepkuBanus (Retention time), a Takxke
abcomotHyo (Absolute window) m otHocurenbHyto (Relative window) morpemHoctd mnpu

I/II[eHTI/I(bI/IKaIII/II/I IMMKa Ha XpoMaTorpaMmme. B ClIy4dac €CJIM B ANaIta3oHe B YKA3aHHOM AMAIla3oHe
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Components

Identiication | Caliration | User values/LIMS |
- Component Type
™ Peak 7 Mamed group O Timed group

Mame |D”_'ngn
Retention time 37 min
Absolute window 5.00 2
Fielative window 3.00 %
I Find tallest peak in windaow
W This component iz a retention reference
I~ This component iz an intemnal standard
Internal Standard | LJ
I Use thiz compaonent az the RRT reference

Mest Previous Mew Compaonent ‘ Delete Eomponent‘

Edit Component <--Back | Finish | Cancel J Apply
The name by which the component is to be identified and labeled

Puc. 4.40. Oxano Components, Bkiiagka Identification

Components

Identification  Calibration l Llser ¥ alues/LIMS ]

Calibration Type Responze
& Use calibration factor ™ Area
" Awq calibration factar " Height

(" Calibrate by reference

™ Use curve Heplicat

Cal factor 1.500000e+06 Vs ng

| Level Amt. Area {pV-s) -

Mext Previous -

Edit Component < Back | Firish | Cancel I Apply

Puc. 4.41. Oxno Components Bkiazka Calibration
HalIeTCsl HECKOJBbKO IMHKOB, MporpamMma HISHTHU(UIUpPYET caMblii OOJIBIION MUK JaHHOMY
BEIIECTBY, B ciiy4yae eciu moctasiieHa ranouka «Find tallest peak in window». Takxke BemecTBo
MOJKET HCII0JIb30BaThCs perep, Npy ONpeAeIeHUN BPEMEH YAEp KaHUs APYTUX COCIUHEHUH, Ui
3TOTO HY’KHO MOCTaBUTH Tanouky «This component is a retention reference».
Bo Bkmagke Calibration ans Kakqoro w3 KOMIIOHEHTOB CMECH MOXHO BBIOpaTh crmocod

KaTUOpPOBKM JUISI TIPOBEACHHUS KOJWYCCTBCHHOTO aHAIM3a: KaaTuOpOBOYHBIA KoOd((HUIIMEHT
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Setup Instrument E|
Setup Parameters l Post S equence Options ]

Setup type " Quick start &+ Methad " Sequence

| E

Method IC: ST urbobd azsh T ow/S W erk, 3. 1AE sampleshGas misture measurmentz. mth
Ra file path [T urboMassh T ow/SHWerk 3.1\ xamplesh24 12,05
Result file path [CAT oM asshT /S Werh 3 14E rampleshad 12 0%
B asze file name |Au_2E_1 A0C_F0C_15mir|
Starting row
Ending rowve

Build Run Processing

| Quick method B I 2 [ Suppress processing

| vial list ™ Single run data buffering [~ Suppress reports/plots

I~ Run a user program after setup
=
| =

0K | Cancel |

Enter the prefix For data file names

Puc. 4.42. OxHo 11 3arpy3Ku MeTOIa B XpoMarorpad

(Calibration factor), BeluMCIIeHHE KOHLIEHTpAllMU OTHOCUTENIbHO penepa (Calibrate by reference)
i kanubpoBouHsklil rpaduk (Use curve). Tak jke MOKHO BBIOpPATh KaKOW mapamMeTp muka Oyaer
UCTIONIB30BAThCS TSI KOJIMYECTBEHHOTO aHAJIN3a: TUTOIA/Ib KA MITH €T0 BBICOTA.

ITocne waxarus «kHomku Flnish xpomartorpadmueckwmii meTonm co3maH, mepen
WCIIOJIb30BAaHUEM €Tr0 HeoOXOoauMo coxpaHuTh, BeIOpaB File — Save B oxne Method Editor.
N3mMeHuTh HACTPOWKH METOJa MOXKHO udepe3 ocHOBHOe MeHio0 okHa Method Editor ncmons3ys
NyHKTBI MeHo: Instrument, Process m Components. Ilocie coxpaHeHHsST METOJ MOXKHO
UCIIOJIb30BaTh.

Jlyis Toro, 4TOOBI HAYaTh AHAIU3 MO co3MaHHOMY Merony B okHe TotalChrom Navigator
HE0OXOMMO HaXKaTh Ha KHOMKY Setup, Mocje 4ero nosiBUTCs okHO Setup Instrument (puc. 4.42).
B none setup type tpebyercsa BeiOpaTh Method, B mone Method yka3ate myTh K CO3JaHHOMY
metony, B nosne Raw file path u Result file path myTs k manke B KoTOpOl OyAyT COXpaHATbCS
daiel ¢ xpomarorpammoirr u (aiin ¢ pesynbraramu. B mone Base file name — ykaszate ums
daiin. [Tocie gyero Haxath kHONKy OK — xpoMarorpadudeckuii MeTO] HAYHET 3arpy’kKaTbcsi B
xpomatorpad.

[Tocne Toro kak xpomarorpad OyaeT TroTOB K BBIINOJHEHUIO aHalIM3a, Ha JUCIUICE
xpomarorpada mosButcs Ready. Haxwmmare kHOmKy Start m WHXEKTHpOBaTh mnpolOy B
xpomarorpad (MHXKEKIHS MPOU30MJIET aBTOMATHYECKH, €CIIM YCTAaHOBJICH aBTOceMIuiep). B

nporpamme TotalChrom Navigator npeanycmoTtpena kHonka Real tome plot, koTopast mo3Bossier
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=Y
E Instrument  View Optons Run  Detals  Window  Help - IEliI
e e S P T e T = RS B A T
250 o
200 —H
150
E
100
50 —
0 T T T T 1
0] 1 2 3 4 5
Channel & - Time (min.)
Ready &

Puc. 4.43. Oxno Real Time Plot, n1s mpocmotpa nmporiecca
cbopa JaHHBIX

oToOpakaTh TaHHBIE IO Mepe X cOopa uHTepdeiicoM. HaxkaTne KHONKHM MPHUBEIET K OTKPBITHIO
okHa Real Time Plot (puc. 4.43), B KOTOpOM Takk€ MOXXHO MAacUITaOMPOBATH MOTy4aeMBbIH
rpaduk.

ITocne 3aBepmieHuss cOopa JaHHBIX XpomMaTorpamMMy MOXHO oOpaboTatb C
UCTIONB30BaHNEM nporpaMMel Reprocess Results. /[t Toro 4To0b!I 3amyCcTHTB 3Ty MpOrpaMmy B
okHe TotalChrom Navigator Hy>kHO HaxaTh KHOTIKY Result. OkHO mporpammsl Reprocess results

nokaszaHo Ha puc. 4.44. Ha xpoMmarorpaMme KakJIblii MUK UACHTU(GUIIUPOBAH B COOTBETCTBUH C

=i Reprocess Results - C:XTurboMass\TcWSWeré. 3.1\Examplesi22.12.09\Au_2P_140C_50C_Omin.rst -

File Process Components BEE

= ﬂ =3 @ Report Header

Raw Paints
Raw Paints With Bunching
* Lines

v Reference Chromatogram
Entire Chramatagram
Rescale Plat, .,

—6.65
—2.20

Expand Reference Chromatogram

|

1 | | 1
g ¥ g 8
g & £ i
A\ TurboMasst TowSiWerd, 3.1 Examples|22. 12, 09YAu_2P_140C_S0C_0mir, raw 2,709 min 182,775 mY 9000 pts

Display the current peak information in a new window

Puc. 4.44. Oxno nporpammsl Reprocess Results
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JAHHBIMH, KOTOpbI€ OBUIM BBEICHBI B MpH co3laHuM Metona B okHe Components. J{ns Toro,
yTOOBI MOJYYHUT MONHYIO WH(popMmaiuio o nukax (puc. 4.45) B mento Display Hy»HO BBIOpaTh
nyHKT Peak Report. [IporpamMma BbIBeneT MHGOPMAIIMIO O BpeMEHAX YACP)KUBAHUS, IUIOIIAIH,
BBICOTE MHKOB, a TAKXKE O COJEPKAHWU BEILIECTBA (B TOM Cilydae, €CIM B MpPOIecce CO3aHuUs
MeTo/a ObUT yCTaHOBIIEH KATMOPOBOYHBIN KOO PHUIIUEHT).

Taxxe mporpamma Reprocess results mo3BossieT pacreyataTs oTdeT U Gdaiia nHbopMaIuu
00 ucnonszyemMoM metoae. s aToro, B MeHIo (haiiin HeoOXoauMo BeIOpaTh myHKTHI Print Report

u Print Method.

&AF SEFARAT ION Report

F...| Componentlams Time[min] Arealuli*=zec] He i ghtz [uif] A:ea[%]| | | BL| Rawimount
1 Nxyrgen 2.672 E77E05_01 11701012 Fz2_17 EE 0.&6778

z Hitrogen 5_553 ZE67.90 010 EE a.aoo7

Carbon monemids

Puc. 4.45. adopmanus o nukax

Yemanoska memooda u npoeedeHue dHaiu3a ¢ ucnojib306aruem Macc—demekmopa noo

ynpasgrenuem npozpammsl TurboMass

K mpoBeaeHuto xpomarorpauyeckoro aHajau3a C HCHOJIb30BAHUEM Macc-AEeTeKTopa
MOYKHO IIPUCTYTIATh TOJIBKO MOCJE TOT0, Kak KaMepa Macc-CIEKTPOMETpa OTKayaHa J10 1aBJICHUs
He Menee 2.5-10”topp. IIpeaBapuTenbHas MOATOTOBKA MACC-CIIEKTPOMETPA K aHANN3Y ONMHUCAHA
B paznene «lloaroroBka npubopa k padorex. [locne Toro, kak cucrema roroBa K pabore MOXKHO
co3zlaBaTh MeToJl aHanu3a. [Ipu mpoBeaeHnn XpoMaTorpagMueckoro aHajin3a ¢ UCIoJIb30BaHUEM
MacC-CIEKTPOMETPUUYECKOIO JETEKTOpa HEOOXOAMMO BBINNOJHUTH HACTPOMKY Macc-IeTeKTopa,
CO3/1aTh METOJI pabOTHI Macc-AeTEeKTopa U XpoMaTtorpada.

[TapameTpsl paboThl Macc-eTeKTOpa ycTaHaBIMBalOTCs B okHe Tune page puc. 4.46. B
9TOM OKHE MOKHO YCTaHaBIJIMBATh CIEAYIOLIME MMapaMeTphbl: TeMIEepaTypy TpaHC(HEpHOU JIMHUH,
napaMeTpbl MOHHOTO HCTOYHMKA (PHEPTUs SJIEKTPOHHOIO IydKa, MOTEHIMal pemneiiepa H
TEMIIepaTypy MOHHOTO UCTOYHHUKA), TapaMeTPhl MacC-IETEKTOpa (IHEPIUI0 NOHOB, HAIIPSKEHUE
Ha (POTOPNIEKTPOHHOM YMHOXHUTene). s mpoBeneHHs PYTHHHBIX aHAJIM30B PEKOMEHIYETCs
HACTPOUTh JAHHBIE MapaMeTpbl IpU MOMOIIM KaTUOPOBKM IO CTaHJAPTHOMY BEILECTBY
(oxkrodropHadTanuHa), mig 3toro B MeHio Calibration HyxHO BbIOpaTh myHKT Calibration
Instrument.

[Tocme 3TOrO0 HEOOXOAMMO CO3/IaTh METO, M0 KOTOpOMy OyneT pabortarh xpomatorpad.
Jlnst 5TOrO B OCHOBHOM OKHE mporpamMmbl TurboMass puc. 4.47 HyXHO HakaTh KHOTKY Inlet
Editor, mocie yero oTkpoeTcst OKHO AJIs co3aHust MeTosia XpomaTorpada. [lpouenypa coznanus
METOAa B LIEJOM AaHaJOTHMYHAa MPOLEIYpe CO3IaHHs METOAa IOJ YMNPABICHUEM MPOTPAMMBI

TotalChrom.
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B Tu nePage - c:\turbomassigasmembranes. prolacqudbidefault.ipr

File IonMode Calibration Gas Options Help
D& B alwl o= il
El+ Sowrce | Diagnastics l Mazs Span Gain Torr
Wacuurn Systern 3 |32 |52 ‘995
Status rz | |
W acuum 0K e | |
rs | ! 2185
320 1=
1.00e0 »205
GC Interface
Irlet Line Temperature (639 70
Source Parameters
Electron Energy 1 20 *_|
Trap Emission -E 1an '—J—
Bepeller 10 10 ,—J_
Lens 1 105 50 | /————
Lens 2 43 [s00 |— ——
Source Temp [C] 71 [7d]
Filament Curent 0.05
Source Current 1355
M5 Parameters
LM Res 125 *J—
HM Res " |—————F—
lan Energy 15 — l—
lan Energy Ramp 1.0 '—Ji
Multiplier [+ 200 '—Ji
20 7.0 12.0 17.0 22.0 27.0 S 37.0 42.0 47.0 52.0 57.0 62.0
l:l Press for Operate .
Ready Wacuum 0K Standby
Puc. 4.46. Oxno TunePage nporpammsl TurboMass
f® TurboMass - GASMEMBRANES - Default AEE
File Edit Samples Run View Quantify Configure GC Tools  Help
2|=(E| S| v |5 | Gl T 2|70/ 5 = E| 2
B 3 . % E E s
3| delialx] £l®|E] L]0 =[==8]
GC File Mame M5 Method GC Method  |Vial # |Injector | Sample 1D File Text Conditions Guartify Method Calibratior
1
@ g 2 |20090925_AuZC_ Mol sieves tol_Sieves 2 A
EH By enTEnn 3 [20091005_tech' 7 Hex hes 1 A
otC 4 [20091107_&83 Pl Hex hes 2 A
i 5 |20091009_HA_Pd Gas_membrane Catalyze 1 A
No Method 8
7
GC Status g
Inlet Editor|
M5
@ Operate @
@ Pressures
@ Filament
15 Method Editar
< >
Index | Acqui... | Description Status .Indz_ax Proc... | Description Status
Launch Inlet Editar [Mat scanning o:0 [Shutdewn Disabled

Puc. 4.47. OcnoBHOe OkHO mporpamMbl TurboMass

Jlist co3manus METo/la Macc-CIEKTPOMETpa HY>KHO HaxkaTh kKHOnky MS Method Editor B
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OkHe mporpammbl TurboMass, moOci€ Yero NOSBHUTCS OKHO HACTPOWKH METOJa Macc-
criektpomerpa puc. 4.48. B mome Mass (m/z) BbIOWpaercs auama3oH MacCc B KOTOPOM
NPOBOJUTCSA CKaHUpoBaHMe, B mosie Time (Mins) — uHTEpBal pabOThl Macc-CHEKTPOMETpa, B
none Method — pexum paboTel Macc-cieKTpoMeTpa U ¢Gopmar 3anucu JaHHbIX. B mome Scan
Duration — BpeMst Ha OJJIH CKaH IO BCEH 001acTH M/z U BpeMs Mex 1y ckaHupoBanusMu. [locie

CO3JIaHUsI METO/a €r0 HEOOXOIUMO COXPAHUTh

- Mo Solvent Delays
D|D”‘H]§‘: I@]Xiél'w" B vsscn B SR ]
Total Run Time:mﬂ_‘ :] ? - : : : 5Im

n, Time 0.00 to 6,00 00 to 100,00 El+

Function:2 MS Scan &|

Mazs [mz)- 1 Method
Start lonization Mode -

Erd 100 Data iEentroid -

Scans To Sum

T

Time [Minz]- 1 Scan Duration [secs]-

Start 0 Scan Time 0.z
End JE Inter-Sean Delay |0.02
0K | Cancel ‘
Ready [ura [SCRL

Puc. 4.48. OxHO HacTpONKHM METO/1a MacC-CIIEKTPOMETpa

| 25| 2| 66| B | | B b | 2| B Q| || | e[ |9 2| B3| BB (@A
, +8
test smes_metan_co2_1k1 Scan El+ —
o 3.37,32007 44 TIC
80027
Area
| %
0065252 048 072085 1.0 Jol3 s 176 200 224 228 2m 2L 203 e .86
G PP s seemay iz PO s iera s owy M com o1 owm 2 274
' 0.44 : 0.94 : 144 ' 1.94 ' 244 ' 294 : 544 v

Puc. 4.49. Oxno Chromatogram

ITocne Toro, kak Bce METOJIbI CO3/IaHbI, MO’KHO Ha4yaTh BHIMOJIHEHUE aHanu3a. [l 3Toro, B
none FileName nHyxHO BBecTH mMmsa (aiina, B monsax MS method u GS method — Ha3Banue
MeToJla XpoMarorpada u Macc-CIeKTpOMeTpa, MOCJIe Yero HyKHO HaXkKaTh KHONKY Start run ayst
TOTO, 9YTOOBI 3arpy3uTh MeETOAsl B XpomaTtorpad u macc-cuekrpomerp. [lociae Toro kak
xpomarorpad OylIeT ToTOB K BBINOJHEHHIO aHAlIM3a, Ha AMCIUIee Xpomarorpada MosBUTCS
Ready. Haxumarp kHOmKy Start W HWH)XEKTHpOBaTh NpoOy B xpomarorpad (MHKEKIHS

POU30IAET aBTOMaTUYECKHU, €CJIM YCTAaHOBIJIEH aBTOCEMILIED).
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™ Spectrum - [test_smes_metan_co?_1k1]
ile Edit Display Process Tools ‘Window Help | o e

Z Be wk B Lo 8 or o Q|| &« >

4+
L
test_smes_metan_co2 1K1 923 (3.386) Scan El+
15 3.16e7
100
o 15
18 28
14| 17 / %29 32
D T I‘ U L U L T 1 T L 1 L I 1 U L 1 L 1 m-'iZ
0 7 12 17 22 27 32 a7 42 47 52 57 62 67 72 77 a2 87 92 97 102

Puc. 4.50. Oxno Spectrum

s Toro, 4toObl OTOOpa)kaTh JaHHBIE MO Mepe UX cOopa uHTEepdeiicoM HEoOXOAMMO
Ha)XaTh KHONKM View spectrum u View chromatogram B OCHOBHOM OKHE IPOTpaMMbI
TurboMass. Ilocne HaxaTusi 3TUX KHOMOK OTKPOIOTCS OokHa chromatogramm (puc. 4.49) u
spectrum (puc. 4.50). B koTopeix OyAeT oTOOpakaThCs XpoMarorpamMma  (3aBUCHMOCTH
CYMMapHOTO HMOHHOI'O TOKa JETEKTOpa OT BPEMEHHM) U MAacC-CHEKTP B YKa3aHHOW TOUKe
COOTBETCTBEHHO.

Jnst Toro droOBl BBIYMCIWTH IUIOHIAJb IWUKOB HA XpOMAaTorpaMMe HUX HYXHO
MIPOMHTETPUPOBATh, BbIOpaB TyHKT Integrate B MeHi0 Process. Takke MOXHO TOCTPOUTH

XpOMAaTorpaMMy TOJBKO IO OAHOMY M3 COOTHOIIEHHMH m/z, MO0 MO BHIOPAaHHOMY JMANa3oHy

m/z, ans 3Toro B MeHio Display HyHO BBIOpaTh MyHKT Mass, U B OTKPBIBIIEMCS] OKHE BBECTH

13 NIST MS Search 2.0 - [Formula; C2H40, 2 specira] =3
= File Search View Tools Ophions Window Help - = ﬂ
BroSLEESS ?
gt | Formula | 1. Formula: C2H40 j L. &)
# (1D Mumber 29
1 Molecular Weight 100 44
Arw Peaks
4CA5 Mumber 43
Sequential Method 50 15 \/O
NIST Number 14 47
[1g18 21 24 28 2|30 || |45
0 T = T f————— T gt T
10 15 20 25 a0 35 40 45 5o
[rmainibl Acetaldehyde
Mame: Acetade hyde ”

Formuka: C3H40

palY: 44 CASH: 75070 NISTH: 2276034 [D#: 478 DB: mainib

Other DBs: Fime, TSC A, RTECS, EPA, HODOC , NIH, EIMEC S
Cortributor: lapan AST/HIBAC Dotalbase- Spec trum sas-HW 8104
10 kargest peaks:

20999 | 44825 | 43474 153a84 | 42127
14108 14 Sa| 24 54| 41 S0 27 35
Syrenyms:
1.Acetic akdehyde w
4 LA 53 ¥
Hames f  Structures f Flot/Te:xt & Plot

Lib. Search Other Search M amnes ‘ Compare ‘ Librariat ‘ MSMS

Puc. 4.51. Oxno nporpammbl NIST MS Search v2.0
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TpebyeMyro Maccy (MM IUara3oH Macc).

Hoeumuduxayusa coeounenuil ¢ ucnoavzosarnuem 6azwvl oannwvix NIST Mass Spectral

Database.

Jns uneHTu(UKaIMu COeIMHEHUH MOYKHO HCIIOJIb30BaTh Kak OMOIMOTEKY MpOrpamMmbl
TurboMass, Tak u 6a3y nanubix NIST. 3amyck 6a3sl qansbix: Programs — NIST Mass Spectral
Database — MS Search v2.0, okHO nporpaMMsl noka3aHo Ha puc. 4.51. JlanHas mporpamma
NO3BOJISIET TMPOBOAMUTH IOMCK MO XuUMHuYecko Qopmyne coenuHenuid (Formula), mo
MoJekysipHoit Macce (Molecular weight), Mo HaIMYMIO B Macc-CIIEKTPE TEX WM WHBIX ITUKOB, a
Takke Mo HoMepy BeriecTBa B 0aze gaHHbIXx NIST. BemecTBo MOXHO HACHTU(DHUIIUPOBATH TTOCIIE
CpaBHEHMsI €r0 Macc-CIEeKTpa ¢ MacC-CIEKTPOM IOJIyYE€HHBIM B 3KCIIEPUMEHTE.
IlIpo6onoozomoexa

Tlooeomosxa NOpoOUKOBbIX Kamaiusamopos

OOpazenr MOPONIIKOBOTO KaTamu3aTopa MEpeTHpaeTcs B araToBOM CTYMKe, 3aTeM W3
MIOPOIIIKa CIIpeccoBbIBaeTCs TabneTka. [locne yero TabneTky CHOBa M3MENBYAIOT B KIIOPOIIOK» U
npoceBaroT yepe3 cuta 200 Mkm 1 100 Mmxm. Ot dpakmuu, npomenmieid gepe3 cuto 200 MKM u
3anepkanHou cutoM 100 MKkM GepyT HaBecKy oOpasiia u 3arpykaroT B KBapIieBbIi peaktop. [Ipu
HEOOXOJMMOCTH TIPOBOJST BOCCTAHOBIICHHE UM OKHCIIEHUE 00pasiia B peakTope.

Ilooecomoska M€M6DaHHle Kamaiu3amopoe

OOpazerr MeMOpaHHOTO —KaTalu3aTopa 3aKperuisieTcss B JAep)karene, T0cCie Yero
MIPOU3BOJUTHCS MTPOBEPKA HA TEPMETHUHOCTH €ro 3akperieHus. [Ipu HeoOxoqumMocTy mpoBOJST

BOCCTAHOBJICHUC UJIN OKHUCICHUC o6pa3ua B pCaKTOpPC.
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6. Haznauenue mertoaa

Hacrosimas MmeTouka ycTaHaBIMBaET MOPSIIOK BBITOIHEHHS] U3MEPEHUH TI0 ONpPeIeNIEHUI0
CIEYIOIIMX XapaKTEPUCTUK FeTEPOTeHHOT0 KaTallu3aTopa: CTENEHN KOHBEPCHUH,
CEJIEKTUBHOCTH, KATATUTUYECKON aKTUBHOCTH JIJISl KATAJIM3aTOPOB PA3IMYHOTO XMMUYECKOTO
cocraBa. Vl3MepeHust IpoBOJATCS METOZOM Ta30BOM XpoMaTorpaduu.

MeTtoauka BBITIOTHEHHS] U3MEPEHUHN TIpeTHa3HAYeHa ISl U3YUEHUS KaTaln3aTopoB
Pa3IUYHOTI0 XUMHUYECKOTO COCTaBa ClIeqyolen

e Kartanu3atopoB OKHUCIMTEIbHO-BOCTAHOBUTEIbHBIX (OAHOAIEKTPOHHBIX) peakiui, B

TOM 4HCIIE OKHUCIICHHUS, BOCCTAaHOBIEHUS, THIPUPOBaHUs, AeruapupoBanus (TunuuHbie

KaTaJIn3aTOPbl JAHHBIX MPOLIECCOB SABISIOTCS METAJUIbI U OJTYTIPOBOIHUKH).

e Karanu3aTropoB  KHCIOTHO-OCHOBHBIX  (MOHHBIX) pe€akuud, B TOM  4MHCIE,

KaTQIMTUYECKOTO  KPEKWHra, TUApaTalud, JeTWApaTallid, THAPOJIH3a, pPEaKLuu

M30MEpHU3aIiH, MOJMMEpPH3AlM W KOHJIEHCAMW OpraHWYecKux BemiecTB (TummyHbIe

KaTaJn3aTophbl 3TOTO KJjlacca — TBepJble Tena, obiamaroniue KuciaoTHeIMU (Al,Os, ThO,,

1eonuTsl) wiu ocHoBHBIME (CaO, MgO) cBoiicTBamu).

e KoMIeKCHbIE COeTUHEHMS, KaTAIM3UPYIOIINE, HATPUMep, TOTUMEPU3AIIHIO 0JIe()UHOB

no I{unrnepy-Harre Ha tBepaom TiCls.

10 MTOKA3aTeNsIM: CTENICHb KOHBEPCUH, KaTAIUTUUECKask aKTUBHOCTh, YaCTOTa 00OPOTOB
(TOF), cenexkTuBHOCTb.

MeTto 0OcHOBaH Ha XpoMaTorpauueckoM pas3ieieHUH MPOIYyKTOB KaTalTuTHYECKON
pEaKIuy Ha KanUISIPHON KOJIOHKE C MOCIEAYIOIIUM UX aHATTU30M, C UCIIOJIB30BaHUEM,
JIETEKTOpa 10 TETJIONPOBOTHOCTH UM MACC-CIIEKTPOMETpa:

e CrerneHb KOHBEPCHM OINpEAENseTcs, KaK OTHOIIEHHE KOHIEHTpAallMd peareHra B

JAHHOM  JKCIIEPUMEHTE, K KOHILEHTpAallMd peareHTa B OKCIEPUMEHTa, KOorja

KaTaIMTHYECKash peakmus He TMpoTekaer. Kpome TOro, creneHb KOHBEPCHH MOMKET

ONpEAENAThCS KaK OTHOIIEHHWE KOHILIEHTpAalMM NPOAYKTa pEaKkIUuH B JaHHOM

AKCIIEPUMEHTE, K KOHIIEHTPAIlMU MPOAYKTA B OIBITE, KOTJ]a OTCYTCTBYIOT (TO €CTh B Cllydae

100% konBepcun).

e Karanutuyeckylo axkTHBHOCTb OIPENENAIOT KaK OTHOIIEHHWE CKOPOCTH peaKkiuH,

OTHECEHHOW K Macce Karanu3aropa. B cilydae HCHONB30BaHUS PEaKTOpa HIIEATLHOTO

BBITECHEHHUS, CKOPOCTh PEaKLUUU ONPEIeAloT, MEHSs CKOPOCTh MOJauyd PEeareHTOB U

u3Mepsis CTeneHb KOHBepcuu. s ompeseNieHusi CKOPOCTH peakiuu, TpeOyeTcsl B3ATh

TaKue 3HAYCHUsI CKOPOCTHU I0/Ia4H PEareHTOB, IIPH KOTOPBIX CTENEHb KOHBEPCUHU HE paBHA

100%.

CKOpOCTh pPeaKIiy ONpeeisieTcs 1Mo CIeAyoeh popmyie:
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P-v
r=—
R-T-V

eakm.

a-C , TJIe T — CKOPOCTb PEaKLMH B MO.IIB/(M3'C), P — naBnenue B

peakrope B Ila, R — yauBepcanbnas razosas nocrosaaas 8,31 Jx/(mons'K), T —
temneparypa B K, Viear — 00b€M, 3aHUMaeMblii KaTalu3aTopoM B M3, L - CKOPOCTbh TTOJa4Yn
peareHToB B M /¢, C — oObeMHast J0JIs peareHTa B UCXOAHON CMECH, O, - CTEIICHb
KoHBepcuH. J1Jisg OoJiee TOYHOTO ONPEACIICHUS] CKOPOCTH PEAKIIUU, PEKOMEHIYETCS B3STh

HECKOJIBKO TOUYEK C pa3IMYHbIM 3HAUCHHEM KOHBEPCHH.
. r
KaTaIuTuaecKyro akTHBHOCTB ONPEIENSIOT MO cieayromeii gopmyate: A, =—  raer—
m

CKOPOCTB PEaKIuy, M — Macca KaTajau3aTopa.
e UYactora oboporoB (TOF), npencrapmustomniee co00il YHCIO0 KATAIUTHICCKUX aKTOB HA
OAHOM AKTHMBHOM HEHTPC NPHU JAHHBIX TEMIICPATYypPC, AaBJICHUHU, COOTHOICHUN PCArcHTOB
W CTENeHW TpeBpamieHus. JacToTa 0O0OpPOTOB, MOXKHO OIPEACIHTh, KaK COOTHOIICHHE
CKOPOCTH PEaKIuy, K YUCITy aKTUBHBIX IICHTPOB Ha MOBEPXHOCTU KaTanuzatopa. Criemyer
OTMCTUTDH, YTO YHCJIO AKTHUBHBIX LICHTPOB HeO6XOI[I/IMO OIICHUBAThL OTACJIBHO, HAIPUMCD, B
CJIly4ae IJIATHHOBOTO KATaJIM3aTopa, YMCIIO aKTHBHBIX IICHTPOB MOXHO OIICHHTH METOJIOM

uMItyibcHOM agcopoumu CO. YactoTa 000pOTOB BEIUHCIACTCS 1O hopMyJie:
r
TOF = F , ¥ — CKOPOCTb pCaKIuu, N — KoJIM4ecTBO aKTUBHEIX LHCHTPOB Ha MOBEPXHOCTHU

KaTaius3aTopa.
o CeneKTUBHOCTh — OTHOIIEHUE CKOPOCTEH TaHHOW PEaKIMu K CYMME CKOPOCTEH BCcex
peaKum?I, MNPOTCKAIOMIUX HAa AJAaHHOM KaTajlu3aTopEC B TEX XKE YCIOBUAX C YYAaCTUCM
peareHToB. CelleKTUBHOCTH OTpeenseTcs no hopmye:

s _ ¢ "
= Z , = Z c’ /i€ T — CKOPOCTh, UHTEPECYIOLIEH HAC peaKIuy, a Z 7, - CyMMa
CKOPOCTEH BCEX PEaKIMid. C — KOHIICHTPAIIMSI HHTEPECYIOIIEro HaC MPOAYKTa Ha BBIXOJIC U3
peakTopa, ¢; — CyMMapHasi KOHIIEHTpalHsl BCeX MPOAYKTOB KaTaIUTHYECKOMN peaKInu.
6.11loxa3zares i TOYHOCTH
[Torpeutnocts n3mepenuii (P=0.95) cooTBeTCTBYeT XapakTepUCTUKaM, PUBEICHHBIM B
Tabymue 1.

Taomnuua 1. CeeneHus 00 oueHke nmokasarenet tounoctu  MBU

Hanmenosanue O11eHKa IToKa3aTelst O11eHKa IToKa3aTelst OrieHKa 1oKa3areiisi TOUHOCTH
[OKa3aTejaen u BOCIIPOU3BOANMOCTH MPaBHIBLHOCTH™
SIMHUI] H3MEPCHUN
Or, OTH.% +A., oTH.% +A, otH.%
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Creneun 5 4 5
KOHBEPCHUH
Ckopoctb 7 3 6
peaKInu
Karanmutnueckoi

3 5 3
AKTUBHOCTH
CeJIeKTUBHOCTD 10 8 5

* FpaHHUIBI, B KOTOPHIX HAXOAUTCS HEMCKIIOUEHHAs CHCTEMATHUECKas MOIPEIIHOCTh METOJUKH C IPUHSTOMH
BeposSITHOCTBIO P= 0,95
I[J'I?I HSMGPGHI/II\/JI IMOKa3aTcjii BOCHPOMU3BOJAUMOCTH, IIOKAa3aTCiid IIPAaBUJIBHOCTU U

IoKa3aTeasl TOYHOCTH OBbLI B3ST CTaHAAPTHBIA 00paszel] KaTaJu3aTopa OKHMCIEHHS OKCHAA
yraepoga KO-10 TV 38,401192-92 nHa KOTOpOM OBUIO NPOBEIEHO H3MEPEHUE CTENEHU
KOHBEPCHH, CKOPOCTHU PEaKIMM, KAaTAIUTHYECKOM AaKTHBHOCTU U CEJIEKTUBHOCTH B PEAKIUU
OKCHCJIEHHUSI YTapHOTO ra3a B aTMoc(epe ¢ BBICOKUM COJEPKaHUEM BOAOPOJA — COCTAaB Ia30BOM
cmecu 75% Hi, 1% O, 1% CO, u 23% He. KanuOGpoBka xpomaTtorpada MpoBOAMIACH MO
aTTECTOBAHHBIM I'a30BbIM CMECSIM € pa3IuuHbIM coaepxanueM CO.
6.2Y cnoBusi u3MepeHuit

ITpu BBINONIHEHNH N3MEPEHUI HEOOXOAUMO COOIIIOAATE CIIEAYIOIINE YCIOBUS:

6.3 Temnepatypa okpyskaromiero sosayxa 15-30°C

6.4 Atmocdeproe gasnenue 700-770 Mm. pT. CT.

6.5 OTHOCHUTENBbHAS BIAXKHOCTH Bo3ayxa 20-80%

6.6 Hanpsoxenue snektpudeckoi cetu 220+10B
6.300pa3ubI 15 U3MepeHuit

Hcnonw3oBaH craHmapTHBIA 00paser] KaTajau3aTopa OKHCIeHUus okcuaa yriepoma KO-10
TY 38,401192-92.

KoHTponbHBIN aHanu3 CTaHIAPTHOIO KaTalu3aTopa OKUCIEHHs okcupaa yriaepoaa KO-10
npoBoIAT 1 pa3 B Mecsll, a TaKkXkKe Iocie JIOOBIX PEMOHTOB, 3aMEH U TIEPECTaHOBOK
000opyI0BaHUA.

6.4 CpeI[CTBa n3MepeHnif1, mocyaa, PC€aKTHUBDLI, BCIIOMOT'aTCJIBHOC

o0opyoBaHue, MATEPHAJIbI
N3mepenne KaTalUTHYECKOM AaKTUBHOCTH TMOPOIIKOBBIX KAaTalu3aTOPOB MPOBOAST B
KBapLIEBOM PEaKTOpPE, CXEMa YCTAHOBKHU B 1IE€JIOM IIPUBE/ICHA HA PUCYHKE:
. IIpn BBINOJHEHUN HU3MEPEHHI NMPUMEHSIOT CIEIYIOIINE CPEACTBA M3MEPEHHM, MOCYHY,
BCIIOMOTaTelIbHOE 000PYI0BaHHE U MAaTEPUAJIBL.
6.4.1 CpencrBa usmMepeHus

Xpomaro-macc criekrpomeTp Clarus 600 KoMIUIEKTyeTCsl ABYMS I€TEKTOPAMHU:
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. Herexkrop mo rtemnonpoBogHoctu (JATII) — yHuBepcadbHBI JEeTEKTOp,
MO3BOJISIOMIMN aHAIM3UPOBATh OOJBIIMHCTBO COCIMHEHUN, B TOM YHCJE Ta3bl, TaKUe
KaK KUCJIOpoJ, a30T U auokcup yriaepona. ITII umeer oueHnb O0NbIION TUHAMUYECKHUI
JMANa3oH, 4TO MO3BOJIET UCIIOIB30BATh €0 I aHAIN3a KaK BBICOKHUX, TAK U HU3KUX
KOHLIEHTpaLUH.

. Macc-cniektpomerp Clarus 600s B kadecTBe AeTeKTopa. Macc-CeKTpOMeTp
000pyZIOBaH TYypOOMOJIEKYJIIPHBIM HAcOCOM C MPOU3BOAUTEIBHOCTBIO 75 J1/CeK.
Nonwuzanus npoObl OCYLIECTBIAETCS AIEKTPOHHBIM YAAPOM, TMANa30H AETEKTUPYEMBbIX

Katanunaartop

Perynatop
pacxoga
O rasa

(_He _J)—11

9

= /

0 KBapLeBbiu -

YcranoBka AJI1 UBMCPEHUA KaTaJIUTHYEeCKOM aKTUBHOCTH IMOPOIIKOBBIX KaTaJIN3aTOPOB

KpaH-pgo3atop
XxpomaTtorpada

macc  1.0-1200.0 a.e.m., AHanmu3 —  KBaJAPYNOJbHBIM  MAaccC-IE€TEKTOPOM.
UyBCTBUTEIBHOCTh MAacC-IETEKTOpa: COOTHOIICHHE CUTHAJ/IIyM s lmukarpamma
okToropHadranuna 150:1.

JlaHHBIE JIETEKTOPBl O00ECIEUYMBAIOT JIOBOJBHO IIUPOKUI JHAana3oH JETEKTUPYEMBIX
KOHIeHTparuii. Kpome Toro, Xxpomaro-mMacc CHEKTPOMETpP OOOPYAOBaH JABYMS MHXKEKTOPAMH:
HarpeBacMbIi HMHXXEKTOpP CO cOpocom/0e3 cOpoca W HMHXEKTPOM C MPOrpaMMHUPYyeMOi
TeMIepaTtypoil ucnapenus. TepmocTtar xpomarorpada MO3BOJSET 3aJaBaTh TEMIEPATypy OT
25°C no 350°C ¢ Tounocteio 0,05°C. Xpomarorpadpudeckrne KOJIOHKH — cMeHsieMble. [l BBoa
ra30BOi MPOOBI UCIIONB3YETCS TPEXXOIOBOM KpaH-/103aToOp.

6.4.2 BciomorareJibHOe 000py10BaHNe, IOCYAa

5.2.1 Crynka araroBasi, IECTHUK.

5.2.2 Tlpecc-popma

5.2.3 Ilpecc ruapaBIdYECKuii ¢ JaBIeHUEM 10 15 TOHH.

5.2.4 HaGop MeTamu4eckux cUT (KBaapaTHble siueiku ¢ pazmepoM 100 u 200 Mxm).

6.4.3 PeakTHUBBI
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5.3.1 T'enuii razoo0Opa3HbIii (CKaTbIi) BBICOKOM YHMCTOTHI (HEe MeHee 99.9999%) mapku
«60» TY 0271-001-45905715-02.

5.3.2. PearenTsl, nmpenHa3HauCHHbIC TSI M3MEPCHHUS KaTaJIUTHYECKOW akTuBHOCTH: He,
cmech 10% CO B He u Os.

TpedoBaHus 1mo 6€30MACHOCTH

[Ipr BBINOJTHEHUU HW3MEPEHUH HEOOXOIUMO COOMIOAATh TPEOOBAHUS IMPOMBIIUICHHON
0€30MacCHOCTH B COOTBETCTBMM C JCUCTBYIOIIUMHM HHCTPYKLUUSMH IpH pabore ¢

anekTpoobopynoBanueM mo ['OCT 12.1.019-79, GamnoHaMu CO CKATBIMH W COKIKECHHBIMU
razamu o 'OCT 1586-84.
6.5TpedoBaHus K KBAJIU(PUKANNY NIEPCOHATIA

K BbInonHeHuio n3MepeHuilt 1 00paboTke UX Pe3yJbTaTOB JOMYCKAIOTCS JUIA, UMEIOIINe
CIelnuanbHOe  BbICIIEe 00pa3oBaHUE, HMEIOIIME HaBbIKM paboTel B jJaboparopuu
«XpomaTorpadus», MpOUIEIIINe KpaTKOCPOYHOE (AByXHeAenbHOe) oOyueHHe Ha JIaHHOM
HpI/I60p€ " Npome e NHCTPYKTAXK 110 0€30MMacCHOCTH BBIMOTHIEMBIX pa60T.
6.61loaroToBKa M BBINOJTHEHHE U3MEPEHUN

6.6.1 IloaroroBka npudopa

[Toarororky mpudopa Clarus 600 k pabote mpoBoaAaT coriiacHo «PykoBocTBY oneparopay

6.6.2 IloaroroBka npoobI

OOpazenr MOPONIIKOBOTO KaTaau3aTopa MEpeTUpaeTcs B araTOBOM CTYIMKe, 3aTeM W3
MIOPOIIIKa cIIpeccoBbIBaeTCs TabneTka. [locne yero TabneTky CHOBa M3MENBYAIOT B «IIOPOIIOK» U
npoceBaroT yepe3 cuta 200 Mkm 1 100 mxm. Ot dpakmmu, npomennieid yepe3 cuto 200 MKM u
3anepkanHo cutoM 100 MKM GepyT HaBecKy oOpasiia u 3arpykaroT B KBapIieBbiii peaktop. [Ipu
HEOOXOJMMOCTH TIPOBOAST BOCCTAHOBIICHHE WU OKHCIIEHUE 00pasiia B peaKTope.

6.6.3 KannopoBka xpomartorpaga

[lepen n3mepeHreM KaTaauTHUYECKONH aKTUBHOCTH 0Opa3LoB TpeOyeTcs MpeaBapuTeIbHas
KanmuOpoBKa xpomaTtorpada, ¢ 1eJIbl0 MOCTPOeHUs KaTnOpoBoyHOTO rpaduka. st aToro, yepes
CHUCTEMY CMEUICHHs Ta30B, MOJKIIOYEHHYIO K MeTJie XpoMarorpada, MpOMyCKaroT HECKOJIBKO
ra3oBBIX CMECEU C U3BECTHBIMU KOHIOCHTpAUsAMH PCAarcHTOB (HI/I60 MMpOAYKTOB, €CJIM KOHBCPCUA
OyZer ompenensaThcs IO TUIOMIAIAM THKAa MPOAYKTOB). [locie dero cTposT KaarmOpOBOUHBIN
rpaduk 3aBUCUMMOCTH HHTEHCUBHOCTH KA peareHTa (Wi MPpOoAyKTa) OT €ro KOHIEHTPAIUH.

6.6.4 IlpoBenenue u3mMepeHuit

Yepes KBapIeBbIil peakTop ¢ 00pa3oM HAYMHAIOT NPOIYCKaTh T'a30BYI0 CMECh pEarcHTOB.
B mnporpamme ympasnenusi xpomarorpadgom TotalChrom Workstation (ver. 6.3.1) co3maror
METO/JI AJIsl IPOBEJCHUSI aHaIu3a, KOTOPBIN BKIIIOYAET B ce0sl:

1) TemmepaTypHyto mporpamMmy pabOThl TEpMOCTaTa
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2) TemmnepaTypHy:o nporpammy paOOThl HHXKEKTOpa
3) Ilporpammy ymnpapieHus AaBieHUEM (0OBbEeMHOM (MJI/MHUH) WIM JHHEHHOW (cMm/C)
CKOPOCTBIO) ra3a-HOCUTES
4) Crenenb paz0aBieHUs] HHXEKTHPYEMOM MPOOHI resuemM
5) Hactpoiiku aeTexkTopa Mo TETUIONPOBOIHOCTH (TeMIepaTypy ACTEKTOpa, MOTOK rasa
CpaBHEHHUS, TOK HUTH HaKaJMBaHUS, AaTTEHIOALIMIO CUTHAJIA)
6) BpemeHna ynep:xuBaHHsS KOMIIOHEHTOB CMECH
AHanu3 JaHHBIX KOHLIEHTPAIlMM BEUIECTB B CMECH IOCJIE MPOXOXKICHHS KaTalau3aropa
IPOBOJAT HMCXOJS M3 IUIOIMIAACH MUKOB, COOTBETCTBYIOIIMX BEIIECTBAM, W TPEABAPUTEIHHO
MOCTPOEHHOM KaJTuOPOBOYHOM 3aBUCUMOCTH.
6.6.5 ®opMupoBaHue oTyeTa
[Tporpamma ynpasnenus xpomarorpagom TotalChrom Workstation (ver. 6.3.1) nmo3Bosnsiet
c(hopMHPOBATH IEPBUYHBII OTUYET, KOTOPBII CONEPIKUT CIETYIONINE TaHHbIC:
1) Meroa, Mo KOTOPOMY MPOBOAMIOCH U3MEPECHHE
2) KoHmeHTpamuy KaXJIOTO W3 BEIIECTB, JACTEKTHUPOBAHHBIX Ha XpoMaTorpaMme
(TpeOyercss ykasaHnue Kod(pduuueHTa CBA3M MEXKIY WHTCHCUBHOCTBIO TIHKAa H
KOHIICHTPAIMEH BEeUIecTBa, PACCUNTAHHOTO U3 TPAJAyHUPOBOYHOTO rpaduka)
[Tocne vero Tpebyercsi pacCUMTaTh CTENEHb KOHBEPCHUHU, KAaTAIMTHYECKYIO aKTUBHOCTH U
«4Jactota 000pOTOB» oOOpasma IO HECKOJBKUM ToukaMm (MOJIyYEHHBIM TIPU pPa3HOU
TEMIIEpPaType WiIH PA3HOM COJCPKAHUH PEareHTOB).
6.700padoTKa pe3yJbTaTOB U3MEPEHUi
PesynbTarhl u3mepeHuit pekomeHayetrcsi o0padaTbiBaTh B COOTBETCTBHH C MPUIOKEHHUEM
B.
6.8 Odopmienue pe3yjJbTaTOB U3MEPEHUI
PesynbTarel u3MepeHuii opopMIISIIOT 3aITUCHIO B paboueM KypHalle, TJe YKa3bIBaeTCs:
e JlaTa BBINIOJIHEHUS U3MEPEHUI
e Ha3Banue o6pasua
e Ha3Banue meTosa, Mo KOTOPOMY MTPOBOAMIICS aHAIIN3
e Peakuus, Ha KOTOPOU MPOU3BOIUIIOCH U3MEPEHHUE KAaTATUTHYECKON aKTUBHOCTH
e 3aBHCHUMOCTH CTEIIEHH KOHBEPCHU OT TEMIIEpPATypbl (BPEMEHU WJIM KOHIICHTPALUU

peareHToB), KaTaJIUTUYECKYI0 aKTUBHOCTb ([P MaKCUMaJIbHOM KOHBEPCUH).
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7. llpumepsl UccaeI0BAHUA 00PA3LI0B.

3a pabouuii mepuOI METOIOM XPOMATOMACC-CIIEKTPOMETPUH  OBLIO  MPOBEICHO
UCCIIEIOBAaHUE MPOAYKTOB B3aUMOJCHCTBUS alleTOHA C MOBEPXHOCTHIO CEHCOPHBIX MAaTEpPHUaOB
(SnO, nmommpoBanHbii La,03), KaraqUTUYECKOH AaKTHMBHOCTH MEMOpAaHHBIX KaTalHU3aTOPOB
Pt/anomuerit  Al,O;. Metonom  xpomatorpadumu C  HCHOJIB30BaHHE  JIETEKTOpa IO
TEIUIONPOBOAHOCTH MPOBEACHO MCCIEAOBaHNE KaTaTUTUUeCKOi akTuBHOCTU cucTembl Au/TiO; B
peakuuMu OKUCJICHHsI yrapHoro rasa B armocdepe, comepxkameir 10% O,, u B armocdepe,

conepxarieit 75% Hy u 1%0,.

7.1 Hccnedoeanue npodykmoe 63aumooeiicmeus auemoHa ¢ NOoG6EepPXHOCHIbIO
Sn0; oonuposannozo La,0;.

B pamkax BbIonHEHUS TPUOOPHOTO TMpaKTHKyMmMa OBLIO MPOBEACHO HCCIEIOBAaHUE
B3aMMOJICHCTBUS Aall€TOHA C IOBEPXHOCTHIO CEHCOPHBIX MaTepualioB Ha ocHoBe SnO; B
atMocdepe cyxoro Bozayxa. s aToro O6bu1a coOpaHa crenuanbHasi yCTaHOBKA, CXeMa KOTOpOu

npejcTaBieHa Ha puc. 7.1.

O6pazey Sn0O,

[eHepaTop

BO3ayxa

. _« Kpan-posarop
i Xpomarorpacda
w’ h

AueToH

Puc. 7.1. Cxema »HKCHEPUMEHTAIIBHOM YCTAHOBKM JUISl HUCCIEIOBAHHUS MPOMYKTOB
B3aUMOJICHCTBUS alleTOHA C IOBEPXHOCTHIO CEHCOPHBIX MaTEpHAIOB HA OCHOBE SnO,

O6pazenr moauduuupoBanHoro SnO, momelnancs B KBapLEBbIH peakTop, MOCIE 4Yero,
Yyepe3 Hero MPOITyCKaJICs BO3AYX, HACHIIICHHBIN MTapaMu alleTOHa, TeMIeparypa o0pasia oKcuaa
oJsioBa BapbupoBanach oT 100 1o 200°C. Ananu3 npoBoauICsS Ha XpoMaTorpaguueckoil KOJIOHKe
"Butoxpom-M" Butokan - Al -0.2 (daza SE-30). [ns usmepeHuid OBLIM HCIIOIH30BaHbI

CJIeyIOLIe MapaMeTpbl XxpoMaTorpada 1 Macc-CrieKTpoMeTpa:

TemnepaTypHas nporpaMma UHKEKTOpa 260°C B Teuenue 9 MUHYT
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TemnepaTypHast mporpaMma TepmMocTaTa 40°C B TeueHue 4 MUHYT
Harpeg no 240°C co ckopocthio 40°C/mun
[ToTok raza-Hocurens 1 mMa/MuH
Crenens pa3daBieHUs 10
DHeprus IEKTPOHOB 30
TemrmepaTypa HOHHOIO UICTOYHUKA 100°C
[Torenuunan penennepa 1,0
Hanpspokenue na @Y 350
3,0x10°
2,5x10°
—
S 8
Gt') 2,0x10
-
o
L 1,5x10°
[
Qo
© 1,0x10°
—
o
|_
5,0x10’
0,0 ; ; ; ; . .
0,0 1,5 3,0 4,5 6,0 7,5 9,0

Bpemsi yaepxuBaHusi, MUH

Puc. 7.2. Bux xpomaTorpamMMmbl HpPOAYKTOB B3aUMOAECHCTBHUS
aleToHa C MOBEPXHOCTHI0 SnO; (PEKUM CYyMMapHOTO MOHHOTO
toka - TIC)

TunuyHeld BUJ XpOMATOrpaMMBbI IPOJYKTOB B3aUMOJACHUCTBUS allETOHA C MOBEPXHOCTBIO
SnO, nmoka3zan Ha puc. 7.2, OJHAKO, CIEAYEeT OTMETUTh, YTO HAa JAHHOM XpoMaTrorpamMme He
yaaercs OOHAapYyXXUTh MHUKOB, COOTBETCTBYIOIIMX MPOAYKTaM  B3aUMOJACWUCTBHSA, Ha
XpoMaTorpaMMe MPUCYTCTBYIOT MUK, CBI3aHHBIA C BBIXOJOM BO31yXa (Bpemsl yaepkuBaHus 3.88
MUH, Ha BpeMsI BBIXOJIa BO3/TyXa U3 KOJIOHKU (PHIIaMEHT OTKITFOUAJICS JIJISl TOTO, YTOOBI N30eKaTh
€ro OKHUCJICHHS) W MHK, COOTBETCTBYIOIINN BBIXOAY arleToHa (Bpems yaepkuBaHus 5.10 muH).
[Tockonbky HaMu He OBLIIM OOHAPYKEHBI TUKU, COOTBETCTBYIOIINE MPOIyKTaM B3aUMOICHCTBHSI,
B pexume cymmapHoro wuoHHoro Toka (TIC), nmanpHedmas wuaeHTU(DUKALUS TPOAYKTOB
MIPOBOJAMIIACH B PEKUME KapTUPOBaHUs (pUC. 7.3) MO OJHOW OCH COOTHOIIECHUE M/Z, IO JPYTroi
BpeMsl yIep>KUBaHUs, INOO MO0 XpOMaTOrpaMMaM ISl OPEIEICHHBIX COOTHOLIEHUHN m/Z.

Ha puc. 7.3 BuaHa cepusi MUKOB, BpeMeHa yIeP>KUBAHUS U COOTHOILIECHUS M/Z JIsl KOTOPBIX

npuBezeHbI B Tabmuie 7.1
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100 Scan El+
18.00

£

Puc. 7.3. [lpencraBneHue AaHHBIX B peXUMe KapTupoBaHMs. lIpomykTel B3ammoaeicTBus
aleToHa ¢ moBepxHocThI0 SnOy-LayO3 npu remneparype 100°C nocne 5 munyT B atmochepe
[1apoB allE€TOHA.

Tabnuya 7.1 epemena yoepoicanus u COOMHOWEHUSL M/Z OISl NPOOYKMOG 83AUMOO0eUCmBUs
ayemona ¢ nogexnocmuio SnOr-La,03 npu memnepamype 100°C nocae 5 munym ¢ ammocgpepe

napoe ayemona

Bpems yoepowcusanus, mun | m/z Beposmmnoe coedunenue
4.16 17; 18 H,O
4.46 39;41; 53; 55; 56 2-OyTeH HiC, H
c=c/
H ZHs

1100, aKpoJIeHH

5.10 15;27; 39; 43; 55; 58 alleTOH 0

ch/&cm

7.63 53; 67; 95; 96; 2-MeTHIeH-4-
«::«‘f\/LL/fO

IICHTaHallb

0o 2,4-mumetnindypan

><i7r

8.46 53;55; 83; 98 3-1IeHTEeH-2-0H
o

BN
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[TosiBnenue 2-meTuseH-4-1eHTaHans U 3-TICHTEH-2-0Ha MOXHO OOBSICHUTH KaK pe3yJbTaT
MPOTEKAHUS aJlbJI0JIbHO-KPOTOHOBOM KOHICHCAIIUH.

[Tocne 30 munyT HaxoxaeHus oOpasua SnO,-La,O; B arMocdepe mapoB areToHa

MPOUCXOUT MOJTHAS a[ICOPOIIHSI alleTOHA Ha MOBEPXHOCTH 00pasiia, B pe3ysibTaTe TOro, YTO BECh
KHCJIOPOJT XEMOCOPOMPOBAHHBIM HAa TOBEPXHOCTH HU3PACXOJOBAJICS HA PEaKIUU OKHUCIICHUS
aneToHa. B pesynbrare uyero, Ha XpomaTrorpaMMe He HaOJIOJIaeTCsi BBIXOJA KaKHUX-THOO
KOMIIOHEHTOB, KpoMe Bo3ayxa (Bpems ynepxkanus 3.88) puc. 7.4. IloBepxHOCTh Marepuana
JIOBOJIBHO JIETKO pPEreHepUpyeTcs MyTeM OTKura B TedeHue 10 MUHYT B TOKE BO3[yXa NIpH
temrepatype 350°C.
[To maHHBIM TPOBECHHBIX U3MEPEHHI YCTAHOBIICHO, YTO B Auana3one temnepatyp ot 100°C no
200°C B kauecTBe NPOAYKTOB B3aMMOJECHCTBUSA aleTOHA C MOBEpXHOCThIO SnOr-La,O; B
Ka4yecTBE MPOJYKTOB 00pa3yloTcsi akpoiieuH, 2,4-nuMeTuidypad U 3-neHTeH-2-0H. MexaHu3m
00pa3oBaHMs JAHHBIX COCTMHEHUM CIIETYIOIIHI:

MexaHu3M 00pa3oBaHUsI aKpOJICUHA!

CH3 CH2 CH2 CH2
\ A\ | 0*(Sn0O,) ||
/CZO — /C—OH — CI-I: — CH
|
CH; CHs CH, CH.
-
o

Mexanusm oOpazoBanus 2,4-mumetundypana:

CHg CH, CH, CH, O
\ A\ N = N\ +/
/C:o — /C—OH —p/C—O — /C—OH + CH2=C\
CHs CH, CHs CH, CHs
/°N s/CHz3
CH, o CH C
N\ Al -HO N 7
— /(JI—CHZ—C—CHQ, —_— /C—CH
HsC OH H3C

Mexanus3m 00pa3oBaHus 3-EHTEH-2-0Ha

CH,4 CH, CH, CHs o}
\ A\ Nt s \ X/
CH3 CH3 CH3 CH3 CH3
CH o
(% 1 -Ho St 9
— L—CH;y C—CH; — T—CH—C—CH,
HSC OH CH3
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483 5.33 5.83 6.33 6.83 7.33 7.83 8.33
Puc. 7.4. [lpeacraBineHne JaHHBIX B pekUMe KapTupoBaHHs. [IpoayKTsl B3anMMOIEHCTBHS
ameroHa ¢ ToBepxHOCTBIO SnO,-La,0; mnpu temmneparype 100°C mnocine 30 MuHYT B
aTMocdepe nMapoB aleToHa.

100 Scan

28

Y

3.83 4.33 4.83 5.33 5.83 6.33 6.83 7.33 7.83 8.33 8.83
Puc. 7.5. IlpencraBineHue NaHHBIX B peKUME KapTtupoBaHuUs. [IpoayKTsl B3auMMOIEHCTBUS
aleToHa ¢ moBepxHocThio Sn0,-LayO3 npu remneparype 250°C nocne 5 munyT B atmocdepe
[1apoB allETOHA.

Ha puc. 7.5 mpencraBneHO KapTUpOBaHUE JUIsl MPOJYKTOB B3aMMOJCHCTBHS alleTOHA C
noBepxHocTelo  Sn0,-La,O; mnpu  temmepatype 250°C. Bpemena yaepkuBaHusS U
COOTHOILIEHUS M/Z [Tl K&KAOH TPYIITBI MMKOB pUBECHBI B Tabnuie 7.2. Cieayer OTMETHTh
OTCYTCTBHUE NMPOJYKTOB alIbJ0JIbHO-KPOTOHOBOM KOHAECHCAIMH, TAKUX Kak 2,4-mumeTnndypan
U 3-TIeHTEeH-2-0H, KPOME TOTO, MOSBIISIIOTCSA TaKHe MPOAYKThl B3aUMOICHCTBUS KaK MPOIEH U
aneranpaeruy. M3meHeHue coctaBa OOpPa3yIONIMXCS COEAWHEHHWH CBUACTENBCTBYET 00
M3MEHEHUU MEXaHW3Ma B3aUMOJICHCTBUS alleTOHA C MOBEPXHOCTHhIO SnOy MpH MOBBILIEHUU

TEMIEPATYPBHI.
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Tabauya 7.2 8pemena yoepiucawus u COOMHOWEHUS M/Z OJs1 NPOOYKMOS8 B83aUMOOelCMBUs.
ayemona ¢ nogexnocmoio SnQO-La;O3 npu memnepamype 250°C nocne 5 munym 6 ammocgepe

napoe ayemoHa

Bpems yoeporcusanus, mun | m/z Beposmmnoe coedunenue

4.11 27;39; 41; MpONEH /\

4.16 17; 18 H,O

4.36 29; 44 aleTaIbaeruI 0

)J\H
4.46 39; 41; 53; 55; 56 2-0yTeH HaC et
H CHs

1100, aKpoJIeHH o

5.10 15;27; 39; 43; 55; 58 alleTOH 0

ch/&cm

MexaHu3m 00pa3oBaHus alleTalbETU/Ia U MPOTICHA CIIE Y FOIIHIA:

CH3 CH2 CH2 CH
\ W\ 0*(Sn0) 7/ \ |3 CH
£=0 —> CoH—> " O-C—OH—>cy + G

CH3 CH3 CH3 g @)

CHj CH, CH, CH,
\ \ N Il

/C=O — /C—OH —b/C—O — (I“,H
CH3 CH, CH3 CHs

Takxe HE0OOXOAMMO OTMETUTH, 4TO Tocie 30 MUHYT HaxoxaeHust oopasua Sn0,-La,O3 B
aTMoc(epe MapoB ameToHa, Kak W B MPEABLAYIIEM ciydae, NMPOUCXOIUT IOJHAS aJcopOnus
alleTOHA Ha MOBEPXHOCTH 00pasIia.

Hamu Obut  ompeneneHbl MPOMYKThI W MEXaHHW3MBl B3aMMOJCHCTBHS alleTOHA C
MOBepXHOCThI0 SnO,, YCTAaHOBJICHO M3MEHEHHWE MEXaHWU3Ma B3aWMOJICHCTBUS TPU TOBBIIICHUN

temnepatypsl Bbiiie 200°C
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7.2Hccnedosanue Kamaaumuueckou aKmueHocmu MeMOPAHHBIX

kamanuzamopoe Pt/anoonwiit-Al,0;

Jig  uccnenoBaHWs — KaTAIUTUYECKOW  aKTHUBHOCTM  MeMOpaHHBIX — KaTallu3aTOpoB
Pt/anognsrii-Al,O3 Obima CKOHCTpYHpOBaHA ClielMalbHAsl YCTAaHOBKA, CXeMa KOTOPOi MOKa3aHa
Ha puc. 7.6. Ilepen n3mMepeHneM MeMOpaHa ra3omjioTHO 3a)KUMAaJachk B JIepKaTelb IpU MOMOIIN
BHUTOHOBBIX KOJIELI, B IIPOLIECCE U3MEPEHUS 32 MEMOpaHOW mojjepkuBainock AasieHue 0,7 atm.
H3mepenne KaTalMTUYECKOW aKTHUBHOCTH MEMOpaHHBIX KaTaJlW3aTOpOB MPOBOIMINCH Ha
MOJICJIbHOW peakUuud TUAPUPOBaHUSA mponuieHa. HMHTepec K TPOTOYHBIM MeMOpaHHBIM
KaTajau3aTopaM BbI3BaH TEM, YTO HMX HCIOJb30BAaHUE IIO3BOJIAET YBEJIWYUTh KOHBEPCHUIO B
KaTaJIUTUYECKON peakuuu 3a CYeT HWHTCHCHU(PHUKAIUU KOHTAKTOB MEXJy peareHTaMu u
YacTHIIAMM KaTajau3aTopa, HAHECEHHbIMH Ha CTEHKM mop MemOpaHbl. bpiio mpoBeneHo

HCCIICIOBAHUEC aKTUBHOCTHU MeM6paHHLIX KaTaJIn3aTOpOB € PA3JIMYHBIM COACPIKAHUCM IIJIaTUHBI.

MembpaHHbI

KaTanusatop MatiomeTp

PerynaTop
pacxoaa
rasa

()
]
)

He+C,H, ]

<
f

H, = -

KpaH-po3artop BakyyMHbIn Hacoc
xpomarorpada

Puc. 7.6. VYcraHoBka Isi HW3MEPEHHsS KATAIUTUYECKOW AaKTUBHOCTH MEMOpPAHHBIX
KaTajan3aTopoB

MemOpaHbl aHOAHOTO OKCHJA AJIIOMUHUS ObUIM CHUHTE3HPOBAHBI METOAOM aHOIHOTO
OKHCJICHUS aJIOMUHMS B IaBeleBOI KucioTe npu Hanpspbkenuu 150B (quamerp mop 170 HM),
nocjie 4ero Obula yJalieHa aJIOMHHMEBAs TOJJIOKKAa M OapbepHbIM CJIOH, UIs TOTrO, YTOOBI
caenaTh MeMOpaHbl IpoHKULIaeMbIMU. HaHeceHne miaTuHbl OCYIIECTBISIIOCh METOAOM MPOIUTKU
MeMOpaHBbI 110 BJIArOEMKOCTH € MOCISAYIOMNUM OTKUToM Tipu Temneparype 300°C.

N3mepeHnss KataqiuTUYeCKOM aKTUBHOCTH mpoBoamian Ha cMecu 3% CsHe 3% Ha,
ocranbHoe He. Temmneparypa BapeupoBanacs ot 25°C go 170°C. M3mepenue npoBOIMINCH C

HCIIOJIb30BAHUCM MACC-CIICKTPOMCTPUYICCKOTIO IACTCKTOPAa U XpOMaTOFpa(bH‘IeCKOP'I KOJIOHKH
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Elite PlotQ. Jlns m3MmepeHuil OBUTH HCIIONB30BAHBI CICAYIONINE TapaMeTpbl Xpomarorpada u

Macc-CIeKTPOMETpa:

TemmepaTtypHas IporpaMMa HHKEKTOpa 170°C B TeueHune 7 MUHYT
TemmepaTypHas nporpaMMa TepMocTara 120°C B TeueHue 7 MUHYT
IToTok raza-Hocurens 1 mn/mMuH
Crenenp pa30baBieHus 100
OHeprus EKTPOHOB 30
Temnepatypa HOHHOTO HCTOYHUKA 100°C
[Torenuunan penennepa 1,0
Hampsoxenne Ha @OV 200
3,5x10°
3,0x10° -
2,5x10° -
2,0x10° -
&) ]
1 5x10°
1,0x10° - \
5
5,0x10 1 AJ U \‘%
0,0 . . . r : :

26
4344
5

168
18 2728
4 P77 2 ||ls s s v BT|lw2 0 |l
2 7 12 17 22 27 32 37 42 47 2 7 12 17 22 27 32 37 42 47

Puc. 7.7. Tunuusbli BHJI XpOMATOrpaMMbl CMECH Ta30B IIOCIIE
IIPOXOXKJICHUS Yepe3 MEMOPaHHBIN KaTalu3aTop

Crenenb KOHBEPCUHM pacCUMTHhIBANIACh M3 cooTHoIeHUs tuiomaaeit mukoB CsHg m Cs;Hs.
Tunuyebell BHJ XpomaTorpaMMbl CMECH Ta30B IIOCIE IPOXOXKIEHHs dYepe3 MeMOpaHHBIN
KaTaJIn3aTop MpeJCTaBiIeH Ha puc. 7.7, BpeMsl yJepKUBaHUs MponuieHa — 5.58 MUH, ponaHa —
5.83.

Jlnst ompenenieHusl CTeNeHn KOHBEpCHH Obla MpOBEJCHA KaTHMOpPOBKa MO COOTHOIICHHUIO
WHTEHCHUBHOCTH TUKOB B pekuMe cymmapHoro noHHoro toka (TIC) u B pexxume m/z=41 nns
nponuieHa u m/z = 44 g nponaHa (KaauOpoka B ONpeNIeHHbIX m/Z sBiseTcss 0ojiee TOUHOM
JUIsL HU3KUX COJEp)KaHMU NPONWJIEHA W MponaHa), A pasinyHbix cooTHomeHuid CsHe:CsHg,

KOTOpas npeJcTaBiieHa Ha puc. 7.8 u 7.9.
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CootHoluenune C,H:C H,
Puc. 7.8. KanubpoBouHas 3aBUCUMOCTB JIJISi COOTHOIIICHUS
unreHcuBHoctell mnmkoB CsHg mw  CsHg B pexume
CYMMAapHOI'0 HOHHOT'O TOKa
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CooTHoLWeHne CSHG:C?’H8

COOTHOLLEHNE UHTEHCUBHOCTH
MMKOB C3H6 C3H8
L ]

Puc. 7.9. KanubpoBounas 3aBHCUMOCTD IUIA
cootHomrenust mHTeHcuBHOCTEW mHKOB C3Hg m Cs;Hg B
pexume m/z=41 nis nponuieHa u m/z=44 s npornaHa

Jlanee ¢ WCMONB30BaHUEM KalIMOPOBOYHON 3aBHCHUMOCTH JUIS KaXIOW TeMIeparypbl H
KaXJI0r0 MeMOpaHHOTO KaTtaiu3aropa Oblla paccuMTaHa cTerneHb KoHBepcuu. Ha puc. 7.10.
NOKa3aHa 3aBHCUMOCThH CTEIIEHH KOHBEPCHHU JISi PA3UYHBIX MEMOpPaHHBIX KaTaJHU3aTOPOB OT
TeMIiepaTypbl. BumHO, 9TO yBenM4YeHHE COAEp)KaHWS IUIATHHBI B KaTaJIM3aTOpe HPUBOIMUT K
YBEJIMYEHUIO CTENEeHH KOoHBepcuu. OJHAKO HEOOXOIUMO OTMETHTh, YTO YBEJIHUYEHHE
COJIepKaHUS IJIATUHBI IPUBOIUT K YMEHBIIEHHUIO ITOTOKA PEarcHTOB yepe3 MeMOpaHy, O3TOMY

AJIs1 KOPPCKTHOT'O CPABHCHUA H€O6XOI[I/IMO IMPOBECTHU paCHECT KaTaTUTHISCKON aKTHBHOCTH.
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100 : . _

—o— o(Pt)=0,02% '
—o— o(Pt)=0,26% ]
50| —°— 0(PU=047% A/%\\{
o(PY=1,1%

N

KonBepcus, %

e

/Q/—L\q'
20 [ ]
P
0 50 100 150
Temnepartypa, °C

Puc. 7.10. 3aBUCUMOCTb KOHBEPCUHU OT TEMIIEPATYPBI IS
Pa3IUYHbIX KaTaJu3aTopoB

J171s BBIUKCIICHHS KATaTUTUYECKONW aKTUBHOCTH HEOOXOJUMO MPOBECTH MpeaBapUTEIbHbIC
BBIYUCJICHUA CKOPOCTU PCAKIIUH. Briuncnenune CKOpPOCTH pCaKluu IPOBOAUIIN I10 C.HGI[yIOH.[GfI
dbopmye:

P-v
y =—
R-T-V

eakm.

-a+C | rie r — CKOPOCTh PeaKIui B MOJIb/(M ), P — maBienne Ha BXo/e B

peaktop (Ila), R — yauBepcanpHas razoBas nocrostaHas 8,31 J[x/(monb-K), T — Temneparypa B K
Ha BXOZE B PEAKTOP, Vpeacr — 00bEM MeMOpaHBI B M’, U - TIOTOK PEarcHTOB 4epe3 MeMOpaHy B
m’/c, C — 0OBbeMHas JOJISL PEareHTa B MCXOXHON CMECH, O - CTEIeHb KOHBEpCHH. Panee Hamm

OBLJIO YCTAHOBJIEHO, YTO MPU MPOHUKHOBEHHH Ta3a 4yepe3 MaKpOMOpHCThbie MEMOpaHbl OKCHJA

9000 :
o(PH)=1,1%
2) —o— o(Pt)=0,47%
Iy —o— o(P1)=0,26% —
= —o— w(Pt)=0,02%
=
= 3
5 6000
=
by
=
=)
4
o
Q 3000 / -
n e
|_
O
o) / ]
o
9 R
O 0 e : :
0 50 100 150

Temneparypa, °C
Puc. 7.11. 3aBUCUMOCTb CKOPOCTEN PEAKIIUU OT TEMIIEPATYPBI
JUTSL pa3JIMYHbIX KaTaanu3aTOPOB.

82



AIIOMUHUS pa3/ieJieHue KOMIIOHEHTOB IO MOJIEKYJISIPHBIM MaccaM MPaKTUYECKH HE MPOUCXOAMT,
IO3TOMY OOBEMHYIO JONIO IpONWJIEHAa B Ta30BOM CMECH, MPOXOsIEH uepe3 MOpsl
MEeMOpaHHOTO KaTajau3aTropa, Opaji paBHOM OOBEMHOW J0j€ MPOIMJIEHAa B UCXOJHOW CMECH.
3aBUCHUMOCTb CKOpPOCTEH peakUMd OT TeMIepaTypbl Uil pa3iMuYHbIX KaTaJln3aToOpoOB

npejacTaBieHa Ha puc. 7.11.

1,4x10° ,
o(Pt)=1,1%
1.2x108 | —9— Pt)=0,47%
’ | 707

(
o(Pt)=0,26%
(

1,0x10° | —9— o(P)=0,02% /§/—%\\

5
|_
(@]
(@]
I —~
Q=
E Q,_'z 8,0x10” | /3/
O =

(]
&5 & 6,0x10 , ]
X = s —9 |
3 3 ’
2 2 40x10" /Q/
=
= 2,0x10" | /
= P o o |
© S —
[
5(2 0,0 | @/

0 50 100 150

o
Temnepatypa, C
Puc. 7.12. 3aBUCHUMOCTL KaTaJIUTHUYECKOW aKTUBHOCTU
Pa3IUYHBIX KaTaJIU3aTOPOB OT TEMIIEPATYPhI

ITocne pacycTa CKOpOCTCﬁ peakuuu MOXHO BBIMUCIINTE KATAJIUTUYCCKYIO aKTUBHOCTD, KaK

OTHOIICHHUEC CKOPOCTH PCAKIIMHU K MACCC KaTaJln3aTopa (B JaHHOM CJIydac K MacCCC IJIaTUHLBI B
r (V3

06pa3ue): Am = — . 3aBHCHUMOCTb KaTaJIATUYECKOH aKTHBHOCTH MeM6paHHLIX KaTaJIn3aToOpoOB
m

OT TeMmIiepaTypsl mpuBefeHa Ha puc. 7.12. YcTaHOBIEHO, YTO HAWOOJbIIEH KaTalTUTHYECKON
aKTUBHOCTBIO 00Namaer obpasen ¢ cogepxkanueMm Iuatudbl 0,47%, 94T0 00YCIOBIEHO TEM, YTO
MPOHUIIAEMOCTh MeMOpaHbl ¢ cojaepkaHue TwuiatuHbl 1,1% mouyt B 2 pasza HIKE, 4eM Yy

MeMOpaHBbI ¢ conepkanueM iatunsl 0,47%.

6.8Uccneoosanue kamanumuueckou akmuenocmu cucmemol Au/TiO;

Jlis uccnenoBaHus KaTaIUTUYECKOW akTuBHOCTH cucteMmbl Au/TiO, Obuta coOpana
YCTAHOBKA, CXeMma KOTOpoW mpeactaBieHa Ha puc. 7.13. HM3mepeHuss KaTalIMTHUECKOU
AKTUBHOCTH TIPOBOJMIM Ha MOJEIBHON peakIMK OKUCJIeHHs yrapHoro rasza. Cucrtema Au/TiO;
MHTEpECHA MOCKOJIbKY TO3BOJISIET TPOBOAUTE oKuciaeHne CO yxe npyu KOMHAaTHOW TeMIleparype,
KpOME TOr0 BO3MOXKHO CEJIEKTUBHOE OKHUCIIEHHE YTrapHOro ra3a B IPUCYTCTBHM BOAOpOAA. beuin

HCCIIeIOBaHbl 00pa3ibl Mody4yeHHble mponuTkoil pactBopoM HAuCls okcuma turana Degussa
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P25 m Me30mopucTOoro OKCUaa THUTAaHA, a TAKXKE, ME30IIOPUCTOTO OKCH/IAa TUTaHA, TIPOITUTAHHOTO
pactBopom komruiekca [Au(NH3);OH](NOs)s.

Katanunaartop

Perynatop
pacxoga
> rasa

(e )
(ez00) F

O KBapLeBbii -

Puc. 7.13. YcTaHoBKa U1 U3MEPEHUS KaTATUTHIECKONH aKTUBHOCTH IMTOPOIIKOBBIX KaTaln3aToOpOB

KpaH-gosatop
XxpomaTtorpada

&

OO0paser karaau3aTopa MPECCOBAICS B TAOJIETKY, MOCIE Yero TabJeTKa pa3MalibiBalIach U
npocenBaach yepes curta ¢ srueiikamu 100 u 200 mxm. OTOupanacek hpakis, mpoIieanas yepe3
cuTta c siueiikoii 200 MKkM U He mporienmias yepes cuto ¢ sueitkoit 100 mxm. [Tocne storo Opanu

HaBecky 50 Mr ofpasma u noMemanu €€ B pPeakTop, IMepe] IMPOBEAECHHEM H3MEPEHUil
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3HayeHne MOHHOro ToKa

Puc. 7.14 3aBucuMocTts noHHOTO ToKa 11t He u O, oT
HOMEpa SKCIEePUMEHTA

KaTaJUTHUYECKON aKTUBHOCTU KaTaJu3aTop BOCCTaHaBNWBaIM B Toke H, mpu Temmepartype
140°C.

[Tocre BoccTaHoBIICHUST depe3 oOpasel] mpormyckanach cMech ¢ coaepxkanuem 0,5% CO,
10% O, u 89,5% He. Temnepatypa BappupoBanacs B npezenax ot 25°C go 200°C. Ha nepom
JTare HaMu ObUTa TPENNpPHUHSTA TOMbITKA H3MEpPEeHHs] 00pa3lloB C HCIOJIB30BAHHEM Macc-

nerekropa u kojoHku Elite PlotQ. CremneHb KOHBEpCHMM pacCUMTHIBAIACh KAaK COOTHOILEHHE
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mwiomaan nuka CO, B ganHoM ombiTe, K Iromanad nuka CO, B OmbITE ¢ MaKCHUMAaJIbHOM
KOHBEPCHUEH.

YcranoBkH Xpomarorpada:

TemnepaTtypHas nporpaMMa HHKEKTOpa 170°C B TeueHue 7 MUHYT
TemnepaTypHast mporpaMma TepmMocTara 120°C B TeueHue 7 MUHYT
IToTok raza-HocuTens 1,3 ma/MuH

Crenenb pa30baBieHus 250

OpHako, HaMH OBUTO OOHAPYKEHO, YTO MPH KaXJIOW MOCIEAYIOMEH CheMKe MOHHBIA TOK
0 m/z = 4 yMEHBUIAETCs, TAaKXKE MPOUCXOIWIO 3HAYMTEIBHOE YMEHBIIEHHNE MHTEHCHBHOCTU
nuka ¢ m/z = 32 puc. 5.14. U ecnu mo m/z = 32 MOXeT MPOUCXOAUTHh U3MEHEHUS 3HAUYCHUS
MOHHOTO TOKa, CBSI3aHHBIE C TEM, YTO KHCIOpPOJ YYacTByeT B peakuuu okucieHus O, TO
W3MEHEHUsI MOHHOro ToKa i1 He mpoucxoauTts HE MOMKHO, T. K. TE€IUM C IOCTOSHHOU
CKOpPOCTBIO TIOCTYNAET M3 KOJOHKM B Macc-IeTeKTop JlaHHbIM (pakT MOXeT ObITh CBsA3aH C
OKHCIICHHEM (pMIIaMeHTa IMpPH BbIXOJE M3 KOJOHKH 30HBI, cojiepxalieil kuciaopoa. B cBssu c
3TUM HaMH OBUIO MPUHATO pEIICHHE MPOBOAMTH AAJbHEWIINE W3MEPEHHUs C HCIOJIb30BaHHEM
JETEKTOpa MO TEMIONPOBOIHOCTH, KOTOPBI HE UYBCTBUTEJIEH K HAJTMUUIO KUCIIOPOAA.

Jns nanbHEHIIMX SKCIEPUMEHTOB IO HM3MEPEHUIO0 KaTaIUTHYECKOM aKTUBHOCTH, HaMU
Obuta BeIOpaHa xpoMmaTorpaduueckas koinonka Elite MolSieve (HamogHUTENb — MOJIEKYJISIPHBIE
CUTa, KOTOpasi MO3BOJISIET Pa3/eisATh JETKHE Ta3bl, TAKUE KaK (BOJOPOJ, METaH, KUCIOPOJ, a30T,
aproH, yrapHbli ras).

Jliia n3mepeHuii Obliia UCTIOIB30BaHbI CIIEIYIOIHNE TapaMeTphl XxpomaTorpada:

TemmepaTypHas IporpaMMa HHKEKTOpa 140°C B Teuenue 12 MuHyT

TemnepaTtypHast mporpaMma TepmocTara 50°C B TeueHue 5 MUHYT
Harpes 10 250°C co ckopoctbio 40°C/MuH.

Brinepxka B Teuenue 2 MuHyT npu 250°C

IloTok raza-HocuTens 1,3 mi/MuH
[Torox raza, myst pa30oaBIeHHUS TPOOBI 90 mu/MuH
TemnepaTypa aerekTopa 130°C

Tok Hakana HUTH (UIaMeHTa 120 MA
ATTeHoanus B 16 pa3

TemnepaTtypHast mporpamma TepMocTaTa BKJIO4alia B ce0s JTMHEHHBINA HarpeB 10 250°C u
BBIIEPXKKY TPH 3TOM TeMIiepaType B T€YCHHE 2 MHHYT, 3TO ObUIO CIEIaHO AJs TOro, YTOOBI
u30exxaTb HeoOpatumon ancopbumum  CO, W BOABIL, KOTOpPBIE MOTYT HEOOpaTUMO
aJIcopOMpOBaThCSl B KOJOHKE. HarpeB 10 BBICOKMX TeMIepaTyp MPHUBOAWUT K IECOPOLUHU STHUX

COCIUHEHUN U3 KOJOHKH.
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Puc. 7.15 KanubpoBounslii rpaduk mis conepxanust CO.

Ilepen npoBeneHneM n3MepeHnit, OblIa IpoBEeHA KAINOPOBKa Xpomarorpada 1o cMecsm,

cogepxkammMm  paznuyHoe koimdectBO CO. CocTtaB T1a30BOM CMECH 33JaBAICS IMYTEM

peryjimpoBaHusAa IMOTOKOB PA3JIMYHBIX I'd30B UC€PE3 IMOTOKOMCPHI, 3aBUCUMOCTDb COACPIKAHUA COB

ra30BOi CMECH OT YCTaHOBOK MTOTOKOMEPOB MpecTaBieHa B Tabmuie 7.3.
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Puc. 7.16. TunuyHeIi BUA XpOMaTOrpaMMbl CMECH ra30B, MPOIICAIINX YEPE3 KaTaIn3aTop

Tabnuya 7.3. 3asucumocms cooeparcanus CO om ycmarno8oK nOMoKOMepos
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[Totox (He+CO), [Totok (O,), Coneprxanue

MJI/MUH k ITotok(He), mn/mMun | k MJI/MUH K CO, 06. %
093] 1,35 60,00 | 1,41 10,20 | 0,98 0,0013
1,85 1,35 60,00 | 1,41 10,20 | 0,98 0,0026
3,70 | 1,35 60,00 | 1,41 10,20 | 0,98 0,0520
5551 1,35 60,00 | 1,41 10,20 | 0,98 0,0073
7,40 | 1,35 60,00 | 1,41 10,20 | 0,98 0,0096

JUis naIbHEHINX HWCCIICOBAHW HaMH OblIa MOCTPOCHA KaIHOPOBOYHAS 3aBUCHUMOCTH
nHTeHcuBHOCTH TTMKa CO OT ero 00beMHOTO coaepkanus puc. 5.15. Jlng pacdera KoHBEpCHUHU B
KOKIOM OKCIIEPHUMEHTE HaMu ObUIa HCIIONIb30BaHA 3Ta KaMMOPOBOYHAS 3aBUCHUMOCTH, U3
WHTCHCHUBHOCTH TMHMKa paccUWThiBaiach oObemHass aois CO B raze, NOpoONICOIIEM depes
KaTaau3aTop, Mocie Yero KOHBEPCHs PacCUMTHIBAIACh KaK OTHOIIEHHE 00heMHBIX noyieir CO B
cMecH, Tpoluienneid yepe3 katanu3arop U oobemHou moiau CO B MCXOTHOW Ta30BOM CMECH.
TunuyHelA BUA XpOMATOrPAMMBbI CMECH T'a30B, MPOIIEIIINX YEPE3 KaTaIu3aTop, IPEICTaBIICH Ha

puc. 5.16. Bpemena ynepxxuBanusi: kuciopon — 3.7 mus, CO — 8,21 MuH.

1004 g o N G >;
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x ¢ —0— Au_2A1
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20_4%/ —o—Au_2C
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20 40 60 80 100 120 140 160 180 200
Temnepatypa, °C

Puc. 7.17. 3aBucumMocTh CTENEHH  KOHBEPCHHU  OT
TEMIIEPaTypbl

bouta u3MepeHa 3aBHCHMOCTH CTETEHHM KOHBEPCHHM OT TeMIepaTypbl Ui 00pasiioB
noiy4yeHHele npornutkoil pactBopom HAuCly okcupa tutana Degussa P25 (Au 2P) u
Me3omnopuctoro okcuaa TtutaHa (Au 2C), a Takxke, ME30MOPUCTOTO OKCHIa THUTAaHA,
npornuTaHHOro pactBopoM komruiekca [Au(NH3);OH](NOs) (Au 2A)s (puc. 7.17).

VYcranoBneHo, uro g obOpasma Au 2C 100% xoHBepcust HaOiogaercs yke INpU
temneparype 70°C, B To BpeMs Kak ais oOpaszuoB Au 2P u Au 2A nonHas HaOnronaeTcs mpu
temneparype 150-200°C. Criemyer OTMETHTh, YTO COAEPKAHHME 30JI0Ta B PaA3IMUHBIX 0Opasia
paszHoe, mo3TOMy I 0ojiee KOPPEKTHOTO CpaBHEHHSI 0OpPa3IOB HEOOXOIWMO BBIYUCIHTH WX
KaTaJUTUYECKyI0 aKTUBHOCTh. JlJisi BBIUMCICHHUS KAaTaJIUTHUYECKONH aKTUBHOCTH HEOOXOAMMO
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Puc. 7.18. 3aBUcUMOCTb CKOPOCTEN PEAKIIUU OT TEMIIEPATYPhI

JUTSL pa3JIMYHBIX KaTaan3aTOPOB.

o
o

HpOBeCTI/I HpeI[BapI/ITeJ'II:HI)Ie BBIYUCIICHUA CKOpOCTI/I pGaKHI/II/I. BI)IIII/ICJ'ICHI/IG CKOpOCTI/I peaKHI/II/I
MIPOBOJIAJIH TIO CIEAYIONIEeH GpopMmyie:
P-v
f=—
R-T-V

eakm.

a-C roer— CKOPOCTh PEaKIuH B MOJ'IB/(M3'C), P — naBienue Ha Bxone B

peaktop (Ila), R — yauBepcanpHas rasopas noctosHHas 8,31 [Lx/(monb-K), T — Temnepatypa B K
Ha BXOJIE B PEAKTOP, Vipear — OOBEM, 3aHHMACMBIIl KATATH3aTOPOM B M°, L - CKOPOCTh MOJAUH
pearenToB B M’/c, C — 00BEMHas 0N PEATEHTA B MCXOAHON CMECH, OL - CTEICHb KOHBEPCHH.
3aBUCUMOCTh CKOPOCTEH pEaKkUMh OT TEMIIEpaTyphl Ui Ppa3IMYHBIX KaTalu3aTOPOB
npejcTaBieHa Ha puc. 7.18.

[Tocne pacdera cKOpOCTEl peakUy MOKHO BBIYMCIHTH KaTaJUTUYECKYIO aKTUBHOCTD, KaK

OTHOIIICHHE CKOPOCTH PEaKIMh K Macce KaTaiu3atopa (B JaHHOM Ciydae K Macce 30JI0Ta B
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Puc. 7.19. 3aBuUCUMOCTh  KaTAJIUTHYECKOM  aKTHUBHOCTH
Pa3IMYHBIX KaTaau3aTOPOB OT TeMIIepaTyphl
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r
06pa3ue): Am = . ConepncaHI/Ie 30JI0Ta B PA3JIMIHBIX 06pa3uax, BBIYUCJICHHOC II0 JAaHHBIM
m

Macc-CIEKTPOCKOIIMM € HMHIYKTMBHO CBS3aHHOM IU1a3MoH, mpuBeneHo B Tabn. 5.4. Macca
HaBeCKH 00pasIa, 3arpyKeHHas B peakTop, paBHsach 50 mr.

Tabauya 7.4. Codeparcanue 3010ma 8 paziudHblx 00pa3yax Kamaiuzamopa.

Ha3Banue obpasia Maccosas mois Au, % Macca Au
Au 2P 0,59 295 mxkr
Au 2C 0,83 415 mxr
Au 2A 1,29 645 MKT

3aBUCUMOCTh KaTaIMTHYECKONH aKTUBHOCTH 00pa3lioB OT TeMIepaTyphl MPUBEIEHA Ha PHC.
7.19. YcTaHOBICHO, YTO HAMOOIBIIEH KaTAIUTHIECKONW aKTUBHOCTBIO 00naaet obpaszer; Au_2C,
NOJYYCHHBIA ITyTeM TPOMUTKH Me3omopuctoro okcuna kpemaus HAuCly ¢ mocnemyrommm

BOCCTAHOBJIEHHMEM B TOKe Bogopoaa npu 140°C.

75

o Au2A

] —o— Au_2C

60 —o— Au_2P
45 T

30 =3

KoHBepcus

15 i

0 . —.— a, - :
0 50 100 150 200 250
Bpewmsi, MmuH

Puc. 7.20. 3aBUCUMOCTb CTENIEHH KOHBEPCUH OT BPEMEHU /ISt
Pa3NIUYHBIX KaTaJIM3aTOPOB

Jlpyroii BaXKHOW XapaKTePUCTHKOW KaTalu3aTropa SBISETCS €ro crabuiabHOCTh. Jlis
U3yYeHHUs] CTAaOWIBHOCTH OBUIM TPOBENEHBl HU3MEPEHUS 3aBHUCHUMOCTH KaTaJTUTHUECKOU
aktuBHOCTH 00pa3ioB Au 2C, Au 2P u Au 2A ot Bpemenu, nipu temmneparype S0°C B Toil ke
aTMocdepe, 4TO UCMOJIb30BaNaCh sl U3MEPEHHsI 3aBUCIMOCTH KaTaJIUTUYECKONH aKTUBHOCTH OT
temneparypsl. Ha puc. 7.20 u 7.21 npuBeneHa 3aBUCUMOCTb KOHBEPCHUM U KaTaIUTUYECKOU
aKTUBHOCTH OT BpeMeHH paboTbl. BumHo, 4To C yBenuueHHeM BpeMEHH paboOThl il BCEX
KaTaJau3aTOPOB MPOMCXOAUT 3HAYUTENIPHOE CHIKEHUE KaTaIUTUYeCKOM akTuBHOCTU. Cremyer

OTMETHUTh, YTO HAWMEHBIIEH YCTOMYMBOCTBHIO O0JIalaeT 0Opaser, MOJy4YCHHBIH MPOMUTKON
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Puc. 7.21. 3aBUCUMOCTb KaTaJIUTUYECKON aKTUBHOCTH OT BPEMEHHU
HAuCly okcuna turana Degussa P25, konBepcuss ymenbwmaercs 1o 0 mocie 15 MuHYT
ucnonb3oBanus. Haubonpielt cTabmiIbHOCTBIO 007anaeT oOpasel, MOJYYEHHBIH MPOMUTKON
ME30IOPUCTOr0 OKcuaa TutaHa pactBopom HAuCly, cHIDKeHHE cTereHr KOHBepCHH B 4 pasa 3a

4 yaca. YMEHbIIEHME KaTaJIUTUYECKONH AaKTUBHOCTA MOXET OBITh CBJ3aHO C HEIOJHOH
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Puc. 7.22. Tunuunelii BUg xpomarorpammsel cmecu razos (He, CO, H; u O»), npomeamunx
yepe3 KaTalu3aTop
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necopOuueid CO ¢ akTHBHBIX IIEHTPOB, JIUOO ¢ 00pa3oBaHME KapOOHATOB HA TPAaHUIIEC pa3ieiia
KaTaJIMTHYECKU-aKTHBHASI YaCTHUIIA 30JI0Ta/OKCHJI TUTAHA.

OpHOlM W3 MPaKTUYECKU BaXKHBIX 3a7ad, JUIsl PElIeHHs] KOTOPOH MOTYT HCHOJIb30BaThCS
katanuzatopsl Au/TiO,, sBIseTcs 3a7a4ya CeNEKTUBHOTO OKUCIIEHHUS YTapHOTO Ta3a B ra30BbIX
CMecsSX C OOJBIINM COAEP)KaHHEM BOAOPOAA. ITO MOMKET HCIOJIB30BATHCS C LETBI0 OYHCTKU
BOJIOpOJIa Il TOIUIMBHBIX JJIEMEHTOB: OJHMM W3 HamOoyiee PacIpOCTPAHCHHBIX METOIOB
CHHTE3a BOJOpPOJa SIBISICTCS IMapoBasi KOHBEPCHS METaHa, OJHAKO BXOJC TMPOBEICHHS STOU
peakuuu obOpazyercss CO, KOTOpBIA SBISETCS KATATUTUYECKHM SIOM IS TUIATHHOBOTO

KaTaJin3aTopa TOIUIMBHOT'O 3JICMCHTA.
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O6bemHasa gong O2
Puc. 7.23 KanuOpoBounslit rpaduk uist conepxkanus O,.

Hamu Obuia u3ydeHa BO3MOXKHOCTh pUMeHeHus kKatanuzatop Au/TiO, mia goxura CO B
aTtMocdepe ¢ BBICOKUM cOfepKaHueM Boaopoza. MccnenoBanack 3aBUCIMOCTh KaTalTUTHIECKON
aKTUBHOCTH M CEJIEKTUBHOCTH oOpa3na Au 2C B razoBoit cmecu 75% Ha, 1% O,, 1% CO, u 23%
He. Ha puc. 7.22 noxkazan Buja xpomarorpammbl cMmecu razoB H,, CO, O, u He mnocne
MPOXOXACHU Karamuzatopa. CrlemyeT OTMETHTh, YTO MpoBaid B 0a30BOIl TUHUM MPHU BBIXOJHE
BOJIOPOJIa CBSI3aH C TEM, YTO BOJOPOJ] 00J1aaaeT OONBIION TEIUIONPOBOIHOCTHIO IO CPABHEHUIO C
He. Ilux Bomoposa HENMb3sl UCIIONIB30BATh JJIsi OLIEHKH CEJICKTUBHOCTU KaTajau3aTropa, MO3TOMY
HaMu ObLTa TIPOBEJICHA JIOTMOJIHUTENbHAS KaJuOpoBKa XpoMarorpada mo cMecsM C pa3IudHbIM
coaepxanueM kuciopona. CoctaB razoBoi CMeCH 3aJaBajiCsi MyTEM PETyJIMPOBAHUS IOTOKOB
pa3lIMYHBIX Ta30B 4Yepe3 IMOTOKOMEPHBI, 3aBUCHUMOCTb cojepkaHus O, B ra3oBoll cMecH OT
YCTaHOBOK IOTOKOMEPOB Npe/CTaBiIeHa B Tabaune 7.5.

Tabnuya 7.5. 3asucumocms cooepoicanusn O, om ycmano80K NOMOKOMEPO8

[ToTox [Totok(He), [Totok (O,), [Torok (H,),

(He+CO), MJT/MUH MJT/MUH MJT/MUH Coneprxanue

MJI/MUAH k k k k 0,, 00. %
7,40 | 1,35 10,00 | 1,41 0,60 | 0,98 75,00 1 0,0059
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7,40 | 1,35 10,00 | 1,41 1,00 | 0,98 75,00 1 0,0099
7,40 | 1,35 10,00 | 1,41 1,50 | 0,98 75,00 1 0,0148
7,40 | 1,35 10,00 | 1,41 2,00 | 0,98 75,00 1 0,0198
7,40 | 1,35 10,00 | 1,41 2,50 | 0,98 75,00 1 0,0247
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Puc. .7.24. 3aBucUMOCTb CTENIEHU KOHBEPCUU U CETIEKTUBHOCTH
OT BpeMeHH Jiis kKartanuzaropa Au 2C
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Puc. 7.25. 3aBucMMOCTb KaTaJIMTHUECKOW aKTUBHOCTH OT BPEMEHHU

paboThI.

JUIs naIbHEWINX HWCCIICOBAaHMM HaMH OblIa MOCTPOCHA KAIHMOPOBOYHAS 3aBUCHUMOCTH

WHTEHCUBHOCTHU NUKa O, OT ero 00beMHoM 1oym puc. 7.23. CeNeKTUBHOCTh PACCUMTHIBAJIACH KaK

OTHOILIIEHHE O0BEMHOMH A0JIM KHUCIIOpOZa, KOTOpad pacxodoBaJlaCb HA OKHCIICHHC (6[0) (Ha

okucienue nByx moiekyn CO TpeOyeTcst oHa MOJIeKyJa KUCIOPOJa), K 00meMy U3MEHEHUIO

00BEMHOM 10N KHCIOpPOJa. 3aBUCUMOCTb CTENIEHU KOHBEPCUHM OKHCICHMS YrapHOro rasa u
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CEJIEKTUBHOCTH KaTaju3aropa oT BpemeHu paborsl npu 50°C mnpuBemena Ha puc. 7.24.
3aBUCHMOCTh KaTaTUTHYECKON aKTUBHOCTH OT BPEMEHHM pabOTHI MpuBenHA Ha puc. 7.25. Takum
o0pa3oM, MOXKHO cJenaTh BBIBOJ, uTo Kartanu3aTtop Au 2C o06namgaeT AOBOJBHO XOpOIIeH
CTaOUITBHOCTHIO KATAIMTUYECKONW AaKTUBHOCTH B BOCCTAHOBHUTEIBHOW aTMocdepe W TMO3BOJISET

npoBoAUTH JOKUT CO ¢ TOBOJIBHO BBHICOKOW CENEKTUBHOCTBIO.
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8. Cincok ucciae0BaHHBIX 00Pa30B U KONKS J1a00OPATOPHOIO

JKypHaja

HccnenoBannbie 00pasiibl

ITonmyuyeHHbIE pe3yJIbTaThl

Pexxum creMkn

[IpoaykThl  B3aMMOAECHCTBUS
aleToHa €  MOBEPXHOCTHIO
SnO, nonuposanHoro La,0O3

[IpoBenena wunmeHTHUKALINS
MPOJIYKTOB  B3aWMOJEHCTBUS
alleTOHa €  TOBEPXHOCTHIO

SnO, nonuposanHoro La,0s.
VY cTaHOBIIECHEI cleayronme
MPOIYKTHI B3aUMOJCHCTBHS:
[Iponen, Boma, aneranbaeru,

Xpomaro-mMacc
CHEKTPOCKONUS
TemnepatypHas  mporpamma
uHXekTopa - 260°C B TeueHue
9 MuHyT

Temneparyphass mporpamma
tepmoctaTa - 40°C B TeueHue

aKpOJICHH, 2-metunes-4- | 4 munyt; Harpes no 240°C co
MeHTaHalb, 60 2,4- | ckopocthio 40°C/MuH
mumetundypas, 3-nenteH-2- | [lorok raza-Hocurens - 1
OH MJI/MUH
Crenens pazbaBnenus - 10
OHeprus nonusanuu - 30
Temnepatypa HMOHHOTO
ucrounuka - 100°C
[Torenuman penemnepa - 1,0
Hanpspokenne na @OV — 350
Xpomarorpadudeckas
KOJIOHKA "Buroxpom-M"
Buroxkan - Al -0.2
MemMOpanHnbie Katanu3atopsl | M3amepena CTeneHb | XpoMaTo-mace
Pt/anonupiii-Al, O3 C | KOHBEPCHH, a TaKXKe | CHEKTPOCKONUS
Ppa3IU4HbIM COJIEp’)KaHUEM | aKTUBHOCTb MmeMmOpanHubix | TemneparypHass  mporpamma
IJIATUHBIL. KaTaJlu3aTOpOB C pPa3iauuHbIM | HHXekTopa - 170°C B TeueHue
MopnenbHast ~ peakuusi ~— — | COJIEp)KaHUEM IUIaTUHBI  OT | 7 MUHYT
TUAPUPOBAHUE TPOTHIICHA. TEeMIIEPaTyPhl Temneparyphass mporpamma
Taxxe IIpOBEJICHA tepmoctata - 120°C B
npeaBapuTeNnbHas KaluOpoBKa TE€YCHHE 7 MUHYT
[0 CMeCSM C pa3Iu4HbIM [Totok  raza-Hocurens -1
cootHomrennsam CsHg:C3Hg MJI/MUH
Crenens pazbasnenus - 100
DHeprus 3JIeKTPOHOB - 30
Temmeparypa MOHHOT'O
ucrouynuka - 100°C
[ToTenmuman penemiepa - 1,0
Hamnpsixxenne na @2V — 200
Xpomarorpaduueckas
kojoHka Elite PlotQ
Karanuzatopsr Au/TiO,, | HaubOonpmieir  akTUBHOCTBIO | XpoMartorpadus.
MOJTyYeHHbBIC HaHeceHneM | obnmamaer oOpazerr Au/TiO; | TemneparypHnas mporpamma
3os0ta u3 pactBopoB HAuCly | momydeHHBIH nponuTKou | mHxkekropa - 140°C B Teuenue
u [Au(NH;3);O0H](NOs); Ha | Me30mopHucToro Ti0O, ¢ | 12 munyT
ME30IOPUCTBI OKCHUJl THUTaHA | MOCIEAYIOLUIIM TemneparypHass nporpamma
U KOMMEpPYECKH JOCTYIHBII | BOCCTAHOBJICHUEM B | Tepmoctata - 50°C B TeueHue
oOpasery  okcuga — TUTaHa | atMocdepe H, npu | 5 munyT Harpes o 250°C co
Degussa P25 ¢ nocnenyromum | Temneparype 140°C. | ckopocThIO 40°C/muH.

BOCTaHOBJIeHHEM. B kauecTBe

YcTaHOBIIEHO, YTO I BCEX

Boiaepxkka B TeueHUE 2 MUHYT
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MOJICITLHOM peakuuun
UCIIOJIb30BajIach peakuus
okucienus CO B atmocdepe ¢
coJiepKaHueM KHCII0poAa
10%, wm B armocdepe cC
coaepxanueM 1% O, u 75%
H,

[IpoBenena mnpeaBapuTeabHas
KaquOpoBKa IO CMECSIM C
pa3nuuHbIM conepkanneM CO
n 02

KaTaJM3aTopoB CTETICHb
KOHBEPCHUH CO  BPEMECHEM
ymenbmiaercs. g  oOpasma
MOJTY4EHHOTO MPONUTKON
ME30IIOPUCTOTO Ti0O,
pacTBOpOM
[Au(NH;);O0H](NO3)s

HCCIIC0BaHa KaTaIMTH4YeCKas
AKTUBHOCTh M CCJICKTUBHOCTH
OKHUCIICHUS CO B
npucytcTeuu Hp.

pu 250°C

IToTok ra3za-"HocurTens -
MJI/MHAH

[Torok rasa, mis pa3daBicHUsS
poOsI - 90 MiT/MUH
Temmeparypa jgerekTopa -
130°C

Tok Hakana HUTH (UIaMEHTA
- 120 MA
Atrenroarus - B
Xpomarorpaduueckas
koisoHka Elite MolSieve

1,3

16 pa3

Haspanue xpomarorpamMmel: ¢ ceto ne _FZf _ ocedo ne JotF

Hara ceemxn Q0. 98 2004 — 18 .10.2009

Omnepartop
Name of method:
Parameters of MS and GS

GS Interline

Inlet Line Temperature

Source Parameters

Electron Energy 30
Trap Emission |e@
Repeller [ 2
Lens 1 =
Lens 2 5.0
Source 100

Filament Current

Source Current

MS Parameters

LM Res (.5
HM Res W
lIon Energy K4
Ion Energy Ramp [ o
Multiplayer 350
ITapameTpsbl XxpoMaTorpaguuecKoii KOJOHKH
JlrHa L
BHyTpenHuii uametp 0,20 st
MakcumanbHas pabodas Temmeparypa 2 S0

GS Parameters

Name of method:

Oven Ramp (mapamerpsl neyn)

Inj Ramp (mapaMerpsl HHKEKTOpA)

Rate Temp Hold Rate Temp Hold
— Yo U min — 260° 9 min
Y0/ min 2490
Carrier (raz-Hocure.is) Split (pa36aBienne)
Rate Setpoint Hold Ratio )2
= [ wten fessne 9 mia Aux /Jps}g

LB ounegpitube angnaein
z W écﬂ_#Oj

_[HO

nol ey wottito
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Hazpanue xpomatorpammei: M A_PL

C3ue —c3HE - co[ibaA ion
JlaTta cheMKH CDOZ. Il 2008 — 30.1]. 20©
Oneparop 2 H.,..@,,\.A’q
Name of method:
Parameters of MS and GS

GS Interline

Inlet Line Temperature !

Source Parameters

Electron Energy o
Trap Emission (00O
Repeller | o
Lens 1 < g
Lens 2 5 U
Source (0

Filament Current

Source Current

MS Parameters

LM Res b
HM Res /L&
Ion Energy 'S
Ion Energy Ramp ] O
Multiplayer 250
. ~ IMapamerpsl XpoMaTorpagpu4eckoii KOJOHKH
Jlnuna 30
BHuyTpenuuit tuamerp ©,32 smann
MaxkcumainbHas pabouast TemnepaTypa 250 °C

GS Parameters

Name of method:

Oven Ramp (mapameTpsl ne4un) Inj Ramp (napamMeTpbl HHKEKTOpA)
Rate Temp Hold Rate Temp Hold
e [Z2 * < FmiA i [ < o
Carrier (raz-HocuTeJib) Split (paz6aBenne)
Rate Setpoint Hold Ratio 2C
= | 2 D nen fam ?, ey Aux

uwa.i_qg/o@@u«u W Ortiubtocicet
ey ot haMM-‘-'—M F-F/A[zﬁ, Z. Jrogriiiiigit

Sofponae [
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Page 1 of 4

TotalChrom Method File Method embedded in C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 6hours.rst

Printed by . tcprocess on: 12/24/2009 7:16:58 PM
Created by . tcprocess on: 12/23/2009 7:48:46 PM
Edited by . tcprocess on: 12/23/2009 7:48:46 PM
Number of Times Edited 00

Number of Times Calibrated : 0

Description:

Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate : 5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

Instrument Control Method
Instrument Name : Clarus600
Instrument Type : PE AutoSystem GC

Channel Parameters

Data will be collected from channel B
Delay Time : 0.00 min

Run Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Channel A Channel B

Signal Source DetA DetB
Analog Output INT INT
Attenuation 0 -2
Offset 5.0 mvV 5.0 mV

Carriers Parameters

Carrier A control : PFlow - He
Initial Setpoint  : 5.0

Carrier B control : Press - He
Initial Setpoint  : 0.0

Auxiliary Pneumatics
Number Type Setpoint

0

BN R
cocoo

Valve configuration and settings
Valve 1 : SPLIT On

Valve 3 : VALVE Off

Valve 5 : NONE

Detector Parameters

Detector A Detector B
Detector NONE TCD+R
Range 1 3
Time Constant 200 200
Autozero ON OFF
Polarity POS

Filament Voltage or Bead Power ON

Heated Zones
Injector A:
Setpoint : ON

ON

Initial Hold :

Initial Hold :

Valve 2 :
Valve 4 :
Valve 6 :

12.00 min

0.00 min

SPLIT On
NONE
NONE



12/24/2009 7:16:58 PM Method: Method embedded in C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140

PROX 50C 6hours.rst

Injector B:
Setpoint : OFF

Detector A . 0°C
Detector B . 130°C
Auxiliary (AUX) : 130°C

Oven Program
Cryogenics : Off
Initial Temp : 50°C
Initial Hold  : 5.00 min

Ramp 1 : 40.0 0/min to 250°, hold for 2.00 min

Timed Events

There are no timed events in the method

Real Time Plot Parameters

Pages Offset (mV) Scale (mV)

Channel B 1 0.000

Processing Parameters
Bunch Factor : 1 points
Noise Threshold : 15 pVv
Area Threshold : 76.00 puVv

Peak Separation Criteria
Width Ratio : 0.200
Valley-to-Peak Ratio : 0.010

Exponential Skim Criteria
Peak Height Ratio : 5.000
Adjusted Height Ratio : 4.000
Valley Height Ratio  : 3.000

Baseline Timed Events
No baseline timed events

Optional Reports
No report format files given

Optional Report Plot Parameters
Plot Number

1000.000

Total Run Time  : 12.00 min
Maximum Temp : 350°C
Equilibration Time : 1.0 min

Generate this plot No
Start plot at end of delay time  Yes

Start Time

No No
Yes Yes

End Time

Scale Type Vertical Scaling Vertical Scaling Vertical Scaling Vertical Scaling Vertical Scaling

Scale Factor
Full Scale

1.000

1.000 1.000 1.000

Offset

Annotated Replot Parameters

Offset & Scale determined automatically

Draw baselines
Include timed event annotations

Scale Factor : 1.000000
Number of Pages : 1

Plot Title : Chromatogram
X-Axis Label : Time [min]
Y-Axis Label . Response [mV]
Orientation . Landscape

Retention Labels : Top of Plot

Component Labels : Actual Time

Start Time : 0.00
End Time . 12.00
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12/24/2009 7:16:58 PM Method: Method embedded in C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140

PROX 50C 6hours.rst

User Programs
No user programs will be executed

Global Sample Information

Default Sample Volume : 1.000 ul
Quantitation Units 1 ng

Void Time : 0.000 min
Correct amounts during calibration : No
Convert unknowns to concentration units : Yes
Reject outliers during calibration : No

An External Standard calibration will be used
Unknown peaks will be quantitated using a response factor of 1.000000e+06
First peak will be relative retention reference

Component Information

Hydrogen
Component Type : Single Peak Component
Retention Time : 3.100 min
Search Window 1 10.00 s, 3.00 %

Reference Component : Oxygen
Find peak closest to expected RT in window
Quantitation will be done using response factor = 1.000000e+06

User Values
Label
Value 1 : 0.000000
Value 2 : 0.000000
Value 3 : 0.000000
Value 4 : 0.000000
Value 5 : 0.000000

Oxygen
Component Type : Single Peak Component
Retention Time : 3.680 min
Search Window : 3.00 s, 3.00 %
This component is a reference
Find largest peak in window
Quantitation will be done using response factor = 1.000000e+06

User Values
Label
Value 1 : 0.000000
Value 2 : 0.000000
Value 3 : 0.000000
Value 4 : 0.000000
Value 5 : 0.000000

Nitrogen
Component Type : Single Peak Component
Retention Time : 5.550 min
Search Window : 5.00 s, 3.00 %

Reference Component : Oxygen
Find largest peak in window
Quantitation will be done using response factor = 1.000000e+06

User Values
Label
Value 1 : 0.000000
Value 2 : 0.000000
Value 3 : 0.000000
Value 4 : 0.000000
Value 5 : 0.000000

Carbon monoxide

Component Type : Single Peak Component
Retention Time : 8.280 min
Search Window : 5.00 s, 3.00 %

Reference Component : Oxygen
Find largest peak in window
Quantitation will be done using response factor = 1.000000e+06
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User Values
Label
Value 1 : 0.000000
Value 2 : 0.000000
Value 3 : 0.000000
Value 4 : 0.000000
Value 5 : 0.000000

Calibration Replicate Lists
Component : Hydrogen
This component has no calibration levels

Component : Oxygen
This component has no calibration levels

Component : Nitrogen
This component has no calibration levels

Component : Carbon monoxide
This component has no calibration levels
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Page 1 of 1

Software Version . 6.3.1.0504 Date : 12/24/2009 7:14:13 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : None A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 1:33:59 PM g;‘/‘é}'eon Factor 1-00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C-140 PROX 50C Omin.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C-140 PROX 50C Omin.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C-140 PROX 50C Omin.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C-140 PROX 50C Omin.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C-140 PROX 50C Omin.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2C-140 PROX 50C Omin.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0
Total number of peaks detected
Instrument Conditions
Packed Column GC -

Instrument  : Clarus600

Column : MolSieve

Column Length : 30

Carrier Gas : He

Flow Rate  :5 ml/min

Temperature :50C

Injection Temp.: 140

Detector 1

Detector2 :TCD

Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 1.655 3.07 2,70 0.00 MM 0.0000
2 2.794 8723.99 4045.58 5.55 BV 0.0087
3 Hydrogen 2.883 26497.57 4299.51 16.85 VB 0.0265
4 Oxygen 3.694 59983.01 12955.86 38.14 BB 0.0600
5 Nitrogen 5,545 3782.82 1026.71 241 BB 0.0038
6 Carbon monoxide 8.297 58260.58 14060.48 37.05 BB 0.0583

157251.03 36390.85 100.00 0.1573

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version . 6.3.1.0504 Date : 12/24/2009 7:13:49 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : 665N7072403 A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 1:50:02 PM g;‘/‘é}'eon Factor 1-00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 15 min.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 15 min.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 15 min.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 15 min.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 15 min.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 15 min.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0 :
Total number of peaks detected : 5
Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate  :5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 2,797 7086.89 3782.60 4.03 BV 0.0071
2 Hydrogen 2.888 22720.13 4025.50 12.93 VB 0.0227
3 Oxygen 3.696 73626.85 16159.78 41.89 BB 0.0736
4 Nitrogen 5.548 3067.09 870.73 1.74 BB 0.0031
5 Carbon monoxide 8.294 69274.72 16836.37 39.41 BB 0.0693

175775.69 41674.98 100.00 0.1758

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version . 6.3.1.0504 Date . 12/24/2009 7:13:24 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : 665N7072403 A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 2:05:58 PM g;‘/‘é}'eon Factor 1-00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 30 min.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 30 min.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140
PROX 50C 30 min.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 30 min.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 30 min.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 30 min.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0 :
Total number of peaks detected : 5
Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate  :5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 2,796 6763.52 3729.68 3.35 BV 0.0068
2 Hydrogen 2.887 21723.86 3945.58 10.75 VB 0.0217
3 Oxygen 3.694 90197.77 19804.03 44.63 BB 0.0902
4 Nitrogen 5,548 3099.25 877.03 1.53 BB 0.0031
5 Carbon monoxide 8.294 80306.25 19470.84 39.74 BB 0.0803

202090.66 47827.16 100.00 0.2021

Missing Component Report
Component Expected Retention (Calibration File)

All components were found



Page 1 of 1

Software Version . 6.3.1.0504 Date . 12/24/2009 7:14:38 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : 665N7072403 A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 2:37:43 PM g;‘/‘é}'eon Factor 1-00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 1 h.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 1 h.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140
PROX 50C 1 h.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 1 h.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 1 h.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 1 h.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0 :
Total number of peaks detected : 5
Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate  :5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 2,795 6558.16 3705.73 3.29 BV 0.0066
2 Hydrogen 2.887 21465.90 3915.73 10.78 VB 0.0215
3 Oxygen 3.694 88447.15 19445.46 44.42 BB 0.0884
4 Nitrogen 5,548 248191 72740 1.25 BB 0.0025
5 Carbon monoxide 8.292 80145.04 19480.23 40.25 BB 0.0801

199098.16 47274.56 100.00 0.1991

Missing Component Report
Component Expected Retention (Calibration File)

All components were found



Page 1 of 1

Software Version . 6.3.1.0504 Date : 12/24/2009 7:15:00 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : 665N7072403 A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 3:29:41 PM g;‘/‘é}'eon Factor 1-00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 2 hours.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 2 hours.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 2 hours.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 2 hours.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 2 hours.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 2 hours.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0 :
Total number of peaks detected : 5
Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate  :5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 2798 6492.87 3698.19 3.19 BV 0.0065
2 Hydrogen 2.890 21434.71 3922.52 10.52 VB 0.0214
3 Oxygen 3.694 91571.67 20100.41 44.94 BB 0.0916
4 Nitrogen 5,543 2260.68 680.71 1.11 BB 0.0023
5 Carbon monoxide 8.284 82009.81 19913.87 40.25 BB 0.0820

203769.75 48315.70 100.00 0.2038

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version . 6.3.1.0504 Date : 12/24/2009 7:15:18 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : 665N7072403 A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 4:31:18 PM g;‘/‘é}'eon Factor : 1.00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 3 hours.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 3 hours.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140
PROX 50C 3 hours.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 3 hours.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 3 hours.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 3 hours.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0 :
Total number of peaks detected : 5
Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate  :5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 2,791 6491.49 3710.67 3.15 BV 0.0065
2 Hydrogen 2.884 21571.82 3941.56 10.45 VB 0.0216
3 Oxygen 3.688 93034.52 20421.95 45.09 BB 0.0930
4 Nitrogen 5,540 1995.35 604.47 0.97 BB 0.0020
5 Carbon monoxide 8.290 83241.11 20099.16 40.34 BB 0.0832

206334.27 48777.80 100.00 0.2063

Missing Component Report
Component Expected Retention (Calibration File)

All components were found



Page 1 of 1

Software Version . 6.3.1.0504 Date . 12/24/2009 7:15:37 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : 665N7072403 A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 5:34:30 PM g;‘/‘é}'eon Factor 1-00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C_140 PROX 50C 4 hours.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C_140 PROX 50C 4 hours.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C_140 PROX 50C 4 hours.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C_140 PROX 50C 4 hours.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2C_140 PROX 50C 4 hours.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2C_140 PROX 50C 4 hours.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0 :
Total number of peaks detected : 5
Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate  :5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 2.790 6470.02 3709.58 3.16 BV 0.0065
2 Hydrogen 2.882 21636.01 3948.94 10.57 VB 0.0216
3 Oxygen 3.686 92985.04 20390.51 45.42 BB 0.0930
4 Nitrogen 5,538 1661.80 522.62 0.81 BB 0.0017
5 Carbon monoxide 8.287 81986.49 19874.38 40.04 BB 0.0820

204739.35 48446.03 100.00 0.2047

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version . 6.3.1.0504 Date : 12/24/2009 7:16:06 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : 665N7072403 A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 6:35:29 PM g;‘/‘é}'eon Factor 1-00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 5 hours.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 5 hours.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 5 hours.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 5 hours.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 5 hours.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 5 hours.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0 :
Total number of peaks detected : 5
Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate  :5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 2.790 6428.75 3704.61 3.18 BV 0.0064
2 Hydrogen 2.883 21381.28 3911.18 10.57 VB 0.0214
3 Oxygen 3.687 92268.71 20272.16 45.61 BB 0.0923
4 Nitrogen 5,538 1354.28 437.33 0.67 BB 0.0014
5 Carbon monoxide 8.285 80861.40 19705.44 39.97 BB 0.0809

202294.42 48030.72 100.00 0.2023

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version . 6.3.1.0504 Date . 12/24/2009 7:16:21 PM
Operator . tcprocess Sample Name

Sample Number : Study :
AutoSampler : NONE Rack/Vial : 0/0
Instrument Name : Clarus600 Channel ' B
Instrument Serial # : 665N7072403 A/D mV Range : 1000
Delay Time : 0.00 min End Time : 12.00 min
Sampling Rate : 12.5000 pts/s

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject - 0.000000
Data Acquisition Time : 12/23/2009 7:36:36 PM g;‘/‘é}'eon Factor 1-00

Raw Data File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c¢-140 PROX 50C 6hours.raw
Result File : C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 6hours.rst [Editing in Progress]
Inst Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 6hours.raw
Proc Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 6hours.rst [Editing in Progress]
Calib Method : C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments from
C:\TurboMass\TcWS\Ver6.3.1\Examples\23.12.2009\Au_2c-140 PROX 50C 6hours.rst [Editing in Progress]
Report Format File: C:\TurboMass\TcWS\Ver6.3.1\Examples\Gas mixture measurments.rpt
Sequence File : C:\TurboMass\TcWS\Ver6.3.1\Examples\Au_2c-140 PROX 50C 6hours.seq
Noise Threshold : 15 Area Threshold : 76
Bunch Factor 01 Multiplier : 1.0000
Divisor : 1.0000 Addend : 0.0000
Userl :
User2
User3
User4
User5
User6
User7
User8
User9
Userl0 :
Total number of peaks detected : 5
Instrument Conditions
Packed Column GC -
Instrument  : Clarus600
Column : MolSieve
Column Length : 30
Carrier Gas : He
Flow Rate  :5 ml/min
Temperature :50C
Injection Temp.: 140
Detector 1
Detector2 :TCD
Notes

GAS SEPARATION_Report

Peak Component Time Area Height Area Cal. Volt BL Raw

# Name [min] [uV*sec] [uv] [%] Range Range Amount
1 2791 6477.30 3714.08 3.16 BV 0.0065
2 Hydrogen 2.883 21615.33 3949.93 10.56 VB 0.0216
3 Oxygen 3.687 94890.09 20793.43 46.35 BB 0.0949
4 Nitrogen 5,539 1241.12 400.60 0.61 BB 0.0012
5 Carbon monoxide 8.285 80497.59 19544.42 39.32 BB 0.0805

204721.43 48402.46 100.00 0.2047

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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