KA3AXCKHUHW HAIITMOHAJIBHBIV MEIULIMHCKUN

C.KACOEHAUAPOB ATBIH/IAT'BI
YHUBEPCUTET UMEHU C.I.ACOPEHIANSAPOBA

KA3AK YJTTBIK MEJUIIUHA YHUBEPCUTETI

PuU3nKo-xmmMmmyeckme metoabl nccnengoBaHus
OMOoNoruvYeckm aKkTUBHbIX BellecTB

CP-Alumina
Temperature : 100°C
Carl’ier gaS 5 Hehum Peak Identification

1. Propane
2. Propylene
5 6 3. iso-Butane
4. normal-Butane
8 . 5. trans-2-Butene
10 6. 1-Butene
7. iso-Butene
H 8. cis-2-Butene
9. neo-Pentane

‘ 10. iso-Pentane HOHFOTOBMJIa: TOFBIC KyHIlI"IS

11. normal-Pentane

12. 1,3-Butadiene prHHa: DPA12.003-02

40 Seconds 120



[TnaHbI:
Xpomatorpadus
NcTopua xpomartorpadpus
OcHoBbI XpomaTorpadounvecknx METOO0B
Knaccudpmnkaumsa metogoB Xxpomartorpadpum
3aKIo4yeHmne
Cnncok nucnosnb30BaHHOM nuTepaTypbl



XpomaTorpadus — pusnko-xuMm4ecknin meToga,

UCNOJib3yeTCHA ansa pasgerneHuns BellecTB

aHannTn4yeckue uesrnu npenapatTuBHbIe LeJin

"X e ......“..«-“
= —

&
it

CnyXuT oanfa naeHTUudnKaumMm m Konm4yecTBeHHOro onpeaeneHus
opraHM4YecKuUX U HeopraHM4ecKux BeLlecTB




U3 ncropuu xpomartorpacdpumm

deHb poxaeHuna xpomaTtorpadum — 21 mapta 1903r.

Hoknag M.C. Lseta «O HoBOW KaTteropmn agcopbLNOHHbIX
SIBMIEHUN U O MPUMEHEHUN UX K DUOXMMUYECKOMY aHarnm3ay»

Csoun metog M.C. LiBeT Ha3zBan — «xpomaTtorpadusi»

(3a”MCb L'-BeTa) Muxaunn CeméHoBuv LiBeTt

(1872—1919)

PI/Nap}J, KyH (MHCTUTYT pyHAamMeHTanbHOM MeguunHebl I. engensbepr) (1938r. Hobenesckas npemnsd
MO XMMUM 3a NpearioxeHHyto LiBeTom agcopbumoHHy0 XxpomMaTtorpaguio KapatMHOMAOB U BUTAMUHOB):

Anbdpen BuHTepLuTanH (1915r. Hobenesckas npemMusi o XMMUM 3a UCCREA0BaHMS
Xnopocmnsion)

Apuep lNoptep MapTuH, Puyapg JloypeHc MunnnHrtoH CuHOX (1938r. nepabiii
MNPOTMBOTOYHbIV 3KCTPAKTOP C UCMOSIb30BaHMEM BOAbl U Xropodopma Ans pasgeneHus onuronenTtuaos;
1940r. Vicnonb3oBaHne XNOKOCTb-XUAKOCTHOW XpoMaTtorpadoum gnga pasgeneHns aMmHOKUCHOT;

19 Hos16pa 1941r. CtaTbsa «HoBasa hopma Mcnornb3oBaHUA ABYX XUAKUX dha3 onda XxpomaTorpadpuny B
«Biochemical journal»;

1952r. HobeneBckasa npemMusi 3a OTKPbITUE pacnpenenuTenbHon xpoMmartorpadum
Apuep lNoptep MapTnH, QHTOHN Tpaddopa LXeNMc (50-e roas nepsbIi rasosbiit
xpomarorpad)
N3amaunnos, LLpanbep (1938r. Mepsble paboTkl N0 TOHKOCMOHOI XpomaTorpadum)
LLITanb (1956r. Mcnonb3oBaHne TOHKOCMOMHOI XpomaTtorpadum Kak aHanmMTM4eckoro Metoga)



CoBpeMeHHble xpomaTorpadmnyeckme metoabil:

KanunnapHasa rasosas xpomatorpadusa (KIrX),
*BbICOKO3(p(heKTUBHAA XXNOAKOCTHas
xpomaTtorpadusa (BIXX),
*BbICOKO3(hheKTMBHAA TOHKOCIIOMHasA
xpomaTtorpadusa (BOTCX),
*BbICOKO3(h(hpeKTMBHAA NOHHAA XpomaTorpadua
(BIOUX),
*CBEpPXKpUTUYecKas dnronaHasa xpomartorpadcpus
(BIOUX),
*KanUNnsapHbIN anekTpodopes (KIJ)



«Hukakoe Opy2o0e omkpbimue He OKa3aJslo Ha uccsiedoeaHusi 8 op2aHU4YeCcKol XUMUU maKo20 02POMHO20
npoooJKUMEsIbHO20 8JIUSIHUS, KaK aHaslu3 ¢ MoMouw,bro adcopbuyuoHHOU xpomamoezpaguu Ljeema»
Kappep, 1947r.

[ [2peyueHs OCHOEHLIX 3ATPAINHTENEH OXPYXAIOLE T CPENL], AHAN HIUPYEMBIX XPOMETOIPADHYESCKAMH M2TONAMH

Mepeyess 3arpAIHEHAR - MeTonsl xposato rpadmu
Oprasdyeckue npuMecH B aTMocthe pe, Boi2 § Nouse X, KX, TX+MC
XX +NMC
Bpenuste raet 8 armoccepe (NO,, SO, SOy, HCL EF.Cl,, NH; u gp ) UX, I'X
He@TenpoayKThl B EOfE X, XX
IMecruumae: b DOJyXe, BOAE, MouDe, THIEe, ypakc X, XX
Xncpopraxu2ceHe coeIMHeH S B BCIAYXE H BOj1e X, XX
dranarsr B BOGE XX
APOMATRYS EHE AAMTHE] XX
APOMATRYECKHE COLTHHEHHS (BEHION, TONYOR, ITHADLHION, KCHAO.) I'X + OH|
B 3O3IYXC H BCn¢
TToNHANSPHME aPOMaTHICCKHS COCAHHCHAA X, KX
PEHOM H €10 NPOHIBOAHBIE KX, X
PPEOHB B CTPATOCHEPE rx
HigtpozaMinbl B miLe X, XX
TAXMEABIC METAAM B BOAE H OUBE HX. XX
AdiaToKchnel B RHALE W Jy pams AKX
[Toruxnopbudcpe unnst X, XX
[TorHXN0 PHPOBEHHBIC JIHOKCHH B [X+MC
FleTy e xnopopranyyeckue coeyim i b nuTucnoft noae 'K + API]
AHEOHBI (hTOPHN, XA0DPHI. HUTPAT. Cyab(AaT) B MOBEPXHOCTHBIX UX
H METHCRAIX BOJAX
HATpaTbl B BOJE, NOYBC H NMILLC UX
[Inanun B nurseacH soace HX + Al

[Mprsevanue: UX - rasosan xpoMarorpadus. XX ~ xuakoeraas xpougrerpadus. UX - pornag xpomarorpadus. MC - mace-cnex.
rpaxeTpus, APTI - sHanu2 pasnorecioro napa, OUAJT - ororonwiamrornsil netexmap, Afl - aunepoMeTpaIectwil aTerTon.



[MpuHUuMn xpomatorpadmnyeckoro pasageneHus BeLlecTB

HenoaBuxHas daza AdheKkT pasgeneHns ocHOBbLIBaeTCs Ha
TOM, YTO COeaUHEHUs1 NPOXOaAAT

paccTosiHue, Ha KOTOpPOM npoucxoauT
pa3aeneHue, C HEKOTOPOMW, NpuUcyLLen
3TOMY COeAUHEHUIO 3a8epPXKKOMN

XpomaTtorpacmnyeckmm npouecc COCTOMT U3 Lienoro psaaa
copoummu n gecopoummn, a TakKxKe pacTBOPEHUA U
3NIOUPOBaHUSA, KOTOPbIe KaXAabln pa3 NpUBOAAT K HOBOMY
paBHOBECHOMY COCTOSIHUIO




Knaccudukauma metoaoB xpomartorpacgpun

1) llo Tuny arperaTtHoro FasoBas xpomaTtorpadus (IX)

COCTOSIHUSA pas;
XunpkocTHaa xpomaTtorpadusa

(?KX)

2) Nnpypoaa ariEMEHTAPHOrNO akTa; pacnpeaenuTenbHas xpomartorpacdus
[[a3o-TBepAaan
agcopbuuoHHasa xpomaTtorpadusa
NMposaBuTenbHasn (3antOeHTHas),

3) cnocob OTHOCUTENbLHOro ®poHTanbHasn, BbITECHUTENbHaA
nepemMeLleHna @as;
KayecTBeHHbIN aHaNMn3 cmecu

4) uenb OCyLLECTBIEHUS KonuyecTBeHHbLIN aHanns3 cmecwu,
MNpenapaTuBHOE BbigeneHne BeLLeCcTB
rnpouecca



Knaccudumkauma meroaoB xpomartorpacdpun

Mo Tuny arperatHoro coctosiHusa das

Fa3oBasa xpomaTtorpadcpusa (I'X) XuagkoctHaa xpomaTtorpadusa (XKX)
KpuTepun ncnonb3oBaHusa metoaa
nequMe BelleCcTBa, BelweCcTBO OOJTXXHO 6b|Tb pacTBOpPUMO
nucnapsoTcs 6e3 pa3noxeHus B KaKOM-NM60 pacTBopuTene

Mo TNy npouecca pasaeneHus

AncopbunoHHas PacnpeaenutenbHas
cTauuoHapHas da3a — CtaumoHapHas cdasa —
TBepAas aKkTUBHas OCHOBA XXNOKOCTb, HAHEeCEeHHasl Ha TBepAbIn

HeaKTUBHbIX HOCUTENb
lNpuHUMN: BewecTBa C pa3HOU CUNON
apgcopbupyrotcs Ha TBepaon pase
U CHOBa gecopoupyrortcs

MpUHUMN: B 3aBUCUMOCTU OT
pacTBOPMMOCTH, BeLlecTBa
pacnpenensaloTcs Mexay AByMs
HeCcMeLLUBaoLWMMUCS XUOKOCTAMMU

[lo TexHUKe npoBeneHUs
BHellHAA XpomaTorpamma BHyTpeHHAA XpomMaTorpamma

BellecTBa AETEKTUPYIOTCA BellleCTBa AeTEeKTUPYIOTCA B 30He pa3aerneHusa
BHe 30Hbl pa3aeneHus (TCX, bymaxxHaa xpomaTtorpadus)



Knaccudmkaumsa xpomatorpacdmnyecknx MeTogoB No arperaTHOMy COCTOSIHUIO
da3, TMunam npoLeccoB pa3aeneHns U TeXHnKam npoBeaeHus

HasBaHune metoga | AHrnuuckaa | ArperatHoe ArperaTtHoe Mpouecc TexHuKa
abbpeBuaty | coctosiHue COCTOsIHMe pasaeneHus npoBefeHusA
pa noABMXHOMN cTauuoHapHoOm pasgeneHus

¢asbl c¢asbl

Xunakoctb- LLC xXunakoe xXunakoe pacnpepneneHue LC (KX),

XNOKOCTHas HPLC (B3XX),

xp0MaTorpad)vm TLC (TCX),

PC (6ymaxH.
Xpomar.)

MasoxunakocTHas GLC razoobpasHoe | xupgkoe pacnpegeneHne | GC (I'X)

XpomaTtorpacus

XnakoctHas LSC Xungkoe TBepaoe apcopbuus LC (XKX),

Xpomartorpacus HPLC (B3XX),

PC (6ymaxH.
Xpomar.)
a3oBas GSC rasoobpasHoe | TBepaoe apacopbuus GC (I'X)

XpomaTtorpacus




KonoHo4yHasa xpomaTtorpadums

cTauMoHapHas pa3a HaXxoAUTCA B KOJIOHKeE;
npuem Ucnonb3yeTcs Kak B ra3oBOM, TaK U B XXMAKOCTHOM XpomaTorpadum

lMpuHyunuanbHasi cxema xpomMamozpagha Osisi KOJIOHOYHOU XpoMamozpaguu

NMNoaBuxHasn pasa

H* BBoa npoObl B 'X — raz-HocuTenb

PaspenutenbHas NoasuxHas drasa
T KONOHKa B XX - antoeHT
HacocHasa cucrema |
‘ Camonucey
‘ XpomaTtorpamma
HeTekTo
P f 8 CurHan
. }1 BellecTBa,

EMKOCTb C 310€HTOM I

i ‘| U NUK

11

| ' i | 2
“q HJ L,.\,,‘ u“ul ‘u '\ J l\\j\ L/L

40 Seconds 120



XpomaTorpamma

XpomaTtorpacu4ecknii NMK — KOHUEHTpPaLUuMsa Npoodbl B nogBmkHOMN ase
Ha BbIXoAe M3 KONMTOHKU KaK (hyHKLUMA BpeMeHM!.
Muk- KauecTBeHHaA MU KONMMYeCTBEHHasi XapaKTepucTuka

KayecTBeHHbIN aHanNus: BpeMA yaepxmnsaHme ogHoOro KOMrnoHeHTa npu
OAMNHAKOBbIX YyCITOBUAX xpomaTorpachpOBava — NMOCTOAAHHAA BeJINYUHa.

Bpewmsi yaepxuBaHuUsA — BpeMsl, KOTOpoe NPOXOAUT C MOMeHTa BBeAeHUSA
npo6bl 4O perucTpauum camonucuemM MakCMMyMma curHana.

YcnoBusa xpomartorpaduu, BNUAKLWME Ha BPeMA yaepXXUBaHUA:
*TUMN KONOHKMW;
ecOCTaB NoaBWXXHOMN ha3bl;
*CKOPOCTb NMOTOKa NOoABUXHOU pa3bl;
eTeMnepartypa

[1Be BO3MOXXHOCTU NpoOBeAeHUA AOCTOBEPHOro Ka4eCTBEHHOro aHanu3a:
1. W npoOy n ctaHpapTt xpomaTtorpacumpyrotT B pa3HbIX XpomMmaTorpagpmnyieckux ycnoBmsax
2. BbIbOp COOTBETCTBYHOLMNX AETEKTOPOB
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NOo oA

NMpaBunbHaa 3anucb gaHHbIX KX

Homep (lwndop) akcnepumeHTa nnm Homep obpasua
KonnyectBo BBEAEHHOW NPOO6LI

cnonb3yemasi KosfioHKka (HenogswkHasa doasa u
NPOLEHT €e HaHECEHUS, MaTepuan HOCUTENs, ArMHa
(cm)

Pacxopn raza-Hocutens

Pabo4yas Temneparypa

YcuneHune, ncnonb3yemoe anga Kaxgoro nmka
CkopocCTb gnarpammbl

Mpumep:
OnbIT K-9

1 MKn

10% cmaskn anne3oH APL Ha xpomacopbe W, 200cm
N,, 60 mn/MuH

150°C

Bce nuiku npu 50+102

Ouarpamma 60 cm/y



[[a3o-kunpgkocTHasa xpomatorpadusa (IMKX)

[[@30-XNOKOCTHada xpomaTtorpadus ncnonb3yeTcs Ans pasaeneHud
«JN1IETY4YUX» COEQNHEHMUN, T.e. COEANHEHUN C MoreKynsapHon maccon go 500.

UyBCTBUTENBHOCTL METOAA: NOo3BoNnsAeT onpeaenuTs Ao 10°r
Kornm4yecTtBa coemnHEHUS

HenogsumkHon pason ABNAETCS XUAKOCTb, NOABUXHON — ras

Xvakaa HenoaBUXXHasA dpa3a - BbICOKOMOJSIEKYNAPHY HEeNeTy4yHr XUAKOCTb
(cunukoHoBbLIEe Macna, yrneBoAopPoOAHbIe CMa3KU U BbICOKOMOJSIEKYNSIPHbIe
nonunadpupbl)

NoaBuxHasa da3on — ra3 (a3or)

HacagouyHble KONMOHKU KanunnapHble KONMOHKHU
2 -4 mm 0.2-0.5 mm




AnnapatypHoe odopmrnieHue metoga KX

7 1 — 6annoH c rasom-
R & o HOCUTErneM;
: H—L - 2 — ctabunusaTop NoToKa;
5 [‘ :I E | &=~ 3 1 3’ — MaHOMeTpbI;
i Us QTQ 4 — xpomaTtorpaduyeckas
5 5 3 KOJIOHKa;
5 : 5 — yCTPONCTBO ANS BBOAA
§ ¢ §6 npoobl;
5 ' 6 — TepmocTar;
| 7 — peTeKkTop;
o . ; Aporamarpag 8 — camonucew;
: \ 9 — pacxogomep
o b il
i1 't 3\§§ 114
HE ; MexaHM3M pacnpeaeneHnss KOMNOHEHTOB MEXAY
|
|

;

I Al A Al

| HOCUTENneM 1 HenoaABWXXHOM XuUakown ¢pa3on oCHOBaH
\ PM Ha pacTBOPEHUN UX B Xxungkon dase
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[3) rponsumens jusiensenye . KOSQO(OUUMEHT pacnpenenexmns k



UneHTndunkauma metogom MXKX

CP-Alumina
Temperature : 100°C
Carrier gas : Helium

Peak Identification
Propane

. Propylene
iso-Butane

. normal-Butane
. trans-2-Butene
1-Butene

. iIs0-Butene

. CIs-2-Butene

9. neo-Pentane
10. iso-Pentane
11. normal-Pentane
12. 1,3-Butadiene

10
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40 Seconds 120

Ona nopeHTUdULMKaLMM coeauHeHUs1 B CMecU, CpaBHMBAIOT ero Bpems
yaepX1UBaHUA C BpeMeHeM yaepXXuBaH1A «noafiMHHoOro» obpasua



KonuyectBeHHbIU aHanNu3 ¢ ucnonb3oBaHemMm metroga NKX

B
v | W =k A
finowans nura | .
M=w,.xh
fuk
pacTsopuTens WX — Macca BeLlecTBa,
. | COOTBETCTBYIOLLEro N1Ky ¢ nnowiagbio
| | kX - KOHCTaHTa NPOoMNOPLMOHaNbHOCTH,

ABNAETCH KO3 MPULMEHTOM OTKIMKA
coeanHeHna X

Onpepenexnue k npoBoasAT AByMs MeTOAAMM:

h. w,,g—-bi (e
LIBECRas *MeToa BHYTpeHHero craHaapTa
I MeToa BHYTpeHHeN HOpManM3auum

e - Y-




Omauuumenonwvie ocooennocmu I’ /KX u BIKX

KX BI7KX
M.M. BelecTB
pooObI J1o 500 /1o HeCKOJBKHX A€CATKOB MUJIJIMOHOB
YciaoBusi
pasiaejieHus CpaBHUTEJIBHO )KeCTKHE Msarkue

ddbdexkTuBHocth o0 5000 T.1. Ha meTp 1o 150000 T.T. Ha MeTp

IIpoueHT U3BECTHBIX COCTMHEHU,
KOTOPBIN MOKHO Pa3/e/IuTh 10 90



e KUJTKOCTHBIN XPOMATOI'PA®

Buep CerogH

d 7

KpaH MpeaKoNOHOYHbIN
3moenmbi A, B, C,D _ Cmecutenn  Hacoc E peakTop

=) Peazenm "X"

JaTyuk
AaBneHus g
= | IHxkekTopL, ABToao03aTOp

®opKonoHKa

TepmocTaTt

KonoHka

MOCTKONOHOYHBLIN
[ﬁ peakTop
PeazeHm "Y"

T T —

HeTekTop

G

CGeperaTtenb Konnektop
anweHTa "E" JI——l  pakumn
Wnu NUKoB
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Munuxpom
A-02

hdaTyuk
AaBneHus

L]
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E

Hacochbl

CmvmecuTenb

ANweHT b

W —
| S —

ABTopo3saTtop

I, 18 A0
— L]
I_ KonoHka B
- TepMocTaTe

T

COOpHUK



OcHoBHBIE yacTH xXpomarorpada ajasa BIO/KX

pe3epByap ONA XXUAKOCTMU;
HarpeBaTenb;

bunbTp;

HacocC BbICOKOro AaBrieHUS;
MaHOMETP;

rmapoanHamMmyeckoe conpoTmBneHuve (ansd
crinaXxnBaHuUst UMNynNbCOB);

¢ aBTOA03aTOP
¢ dHAJINTUNYECKaA KOJIOHKaA,

aTYUK OaBJrIeHUA ONA KOHTPOoNA paboTbl Hacoca
HeoOsA3aTeneH);

cucTtemMa BBoaa npoo;

TepPMOCTAaT KOJTOHOK (MOXeT OTCYTCTBOBaTh);
OEeTeKTop;

CcOOpHUK

NN perucTpaTop cUMcTemMbl
%pa OTK¥Iw‘aHI-II3bIX parop



3aKknroyeHue:

e XpomaTorpadunsa — husnko-xmuMmn4eckuia
MEeTOo, UCNONb3YETCA Ond pa3neneHns BELLECTB.

« CoBpeMeHHble XxpomaTorpadgpunyeckue
MeToAbl:

KannnndapHasa rasobas xpomatorpadus (Kl X),

BbICOKOIMMEKTUBHASA XXNOKOCTHAS
XpomaTtorpadusa (BOXKX), BbicokoadppeKkTnBHaSA
TOHKOCIIonHaa XpomaTtorpadusa (BOTCX),
BbICOKOO((PEKTUBHAA MOHHAA XpomaTorpadus
(BOUX), cBepxkputnyeckasa dntomnaHas
XpomaTtorpadgusa (BOUX), kannnnapHbIin
anekTpodopes (KI)



IHanganaHblIFaH dae0ueTTep:

 T.banm3oaaganos, l11.T.ban3zoganoBa:
“PyKOBOACTBO MO TOKCUKOJIOTHYECKOW XUMHUH
AHOBUTHIX BEIECTB, U30JIUPYEMBIX METOIOM
SKCTPAKIUU

e T.ban30/11aHOB - JIEKIIHI



