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IKCITPECCHAA TA3OBAA XPOMATOIPADUA

 [lpouecc pasgeneHuss B rasoBon Xxpomartorpacdum Ha
TPagAULMOHHbLIX HacagoO4HbIX U KanUMNSPHbIX KOJFIOHKaX
3aHnmaeTt 5-20 MUHYT.

« B HeKkoTopbIX cnyvyasix JAaHHbIM MacwTab BpemeH
siBNsieTcs HenpuemMnemMbIM ans UCcnonb30BaHus
XpomaTtorpadgmmu B KayecTBe aHarIMTUYECKOro mertoga

« B nwbom cnyyae, npu HanMUM4YMu MeToAa, KOTOPbLIN
no3BonsieT NPoBOAUTbL U3MepeHne ObicTpee NpuU NPoUYUX
paBHbIX YCNOBUSIX, NpeanoYTUTeribHee NONb30BaTbLCA
WUMEHHO 3TUM MeTOA4OM.
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YTO TAKOE 3KCINMPECCHOE XPOMATOIPA®UYHECKOE
PA3OEJIEHUE

« B HacTosillee BpeMA TMOHATUS 3IKCMPECCHOE,
bbiCcTpOE, CKOpPOCTHOE pasgeneHue no
OTHOLLEHUIO K XpoMaTorpadpum He onpegeneHsl

« [loaTOMy, nog 3KCOPECCHbIM pa3derieHnem
OygemM noHuMMaTb Te pasfenieHusi, BpeMms
NnpoBeAeHNsa KOTOPbIX MEHEE OAHON MUHYTHI
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CNOCObBbI NOBbLILWLWEHUA CKOPOCTU PA3AEJIEHUA B
FA30BOU XPOMATOIPA®UN

* YBenu4yeHuve CKOPOCTU ra3a HOCUTeIA

« YBennuyeHus Temnepatypbl aHanm3a umnm ckopcTtm
nporpamMMmnpoBaHus TeMmnepartypbl

* Acnonb3oBaHMe KONMMOHKU C ManbIM AnamMeTpoM Kanunnspa

BIC |//\§




MUKPOHACALOOYHAA KOJIOHKA ONA 3KCINPECCHOIO PA3AOEJNIEHUA
Anal.Chem. Vol. 54, Ne 14, Dec. 1982, pp. 2447-2456.

M

N
1 1 — meTan
2 —3TaH
3 — nmpomnaxH
J k K 4 — Oytan
0.00 0.T05 0.116 0.'15 - 0.'20 ) 0.'25 0.[30 0.13;'; EEO—__[;‘;S" _0;')0
Time (sec.)

JanHa koaoHKU 50 mm, quametp 1.2 mm, copdent Lichrosorb Si— 60 ( 10 um), T=100°C,
AP=69 bar.
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3KCMNMPECCHOE PA3OENEHUE HA KANUNNAPHOWN KOJIOHKE
HRC&CC, Vol. 11, N2 12, 1988

1 — n-rekcaH

—
N
=

A | 2 — uMKnorekcaH

5 3 — n-rentaH

4 — meTUNUUKIIOreKcaH
5 — Tonyon

6 — n-OKTaH

7 - 1,2-gumeTUnueKnorekcaH

7 8
9
_/\ N 8 — aTun6eHson
04 05 0.6

- 9 — n-HOHaH
0.7

Time (sec.)

0 0.1 0.2 0.3

AnuHa konoHku 30 cm, anameTtp 50 MUKPOH, Xunpakaa cdasa OV-1, T=72°C, AP=0.45atm.

&
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3ODEKTUBHOCTb KANUINAPHOWU KONTOHKU MNPU
PA3JINHHOM OB BEME MNMPOBbLI

KonoHka He neperpyxeHa lNMeperpy3ka KONMMOHKK npooon

-AL AN Jt /\ |

Xopolwlee paspelwieHue NnMKoB Bo3HMKHOBeHMe (PpPOHTaNIbHOM

S 2 Y S

daCCMMeTpunm nNnUKoB
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NMONMUKATNMUINNAPHAA KOJIOHKA (MKK)

Kannnnsapbl KONOHKKN

KonHoka B ceYyeHum

HOBOCUBUPCK 20
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NMPUTOTOBJIIEHUE MHOITOKAHAJIbHbIX TPYBOK

- - — ( ©) —

Munum Ha Gpycku BbiTaunBaem TpyoKm

CTeKnAHHbIA MOHONMUT

MNMepeTsaxka TPyoboOK B CopTupoBKa T 3ananBaem
Kanunnsapbl Kanunnsipos no Kanunnsapbl

avnameTpam —
—

v _ _

g C6opka nakeTta MepeTskka

KanunnspoB Ha MaTpuue naketa
MHorokaHanbHas
epXxaTtenu nakeTa TpyOka

9 HOBOCWBWPCK 2008 BIC | o
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NMAKET KANUNNAPOB rOTOBbIU OANA NEPETSAXKW

y4

=

T

= “

&

A= |

1 — COOCTBEHHO MaKeT

2 — KpenesKHbIe 3JIEMEHTHI
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NMEPETAITMBAHUE NMAKETA KAMUINNAPOB B
MHOIOKAHAJIbHYIO TPYBKY

IHakeT kanuJLISIPOB
KpenexHblie 3jieMeHThI MaKeTa
HcTouHnk BakyymMa
BakyymHas rojioBka

IHoxarouee ycTpoucTBo

IIpuHuMaue poJauKu

A

YnajieHue KpeneKHbIX
3JIEMEHTOB

=

Ileun

9. IMoaukanu/uisipHas TpyOKa
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Xumunyeckmm coctaB ctekon ansa npurorosrneHuna MKT

Mapku Al Bi Pb Ba Na K Cu Sr Fe
cTeKkon %

MKO-108 | 0.02 | 0.2 | 55.86 | 2.84 | 0.43 | 2.85 |0.003 | 0.084 | 0.023
C76-2 0.035 | 1.31 | 60.14 | 1.12 | 0.22 | 0.005 | 0.003 | 0.065 | 0.028
C87-2 1.87 | 0.7 | 38.39 | 6.63 | 4.20 | 0.017 [ 0.008 | 0.154 | 0.037
CY4-1 0.025 | 3.69 | 65.27 | 0.99 | 0.40 | 0.005 | 0.003 | 0.051 | 0.025

Temneparypsbl pazmsiryenus , °C ITH CTEeKJIAa JIETrKO PACTBOPAIOTCH B

C87-2 480 KHCJI0TAX U OCHOBAHMSIX
MKO-108 450

C76-2 430

CY4-1 420

NS

BIC
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CocTaB NOBEPXHOCTUN CTEKON

Mapku Pb /Si Cocrosinue Pb IIpupoaa
CTEKO0JI Ha noBepxHoctu * | Ha moBepxHocTH® IMOBEPXHOCTHOI'O
ruapoxkcuaa **
MKO-108 0.4 +2, +4 Pb-OH
Cie-2 0.6 +2, +4 Pb-OH
car-2 0.2 +4 Pb-OH
Cy4-1 0.2 +4 Pb-OH

* nmanHble moaydennl meroqom ESCA

Hccaenoanue merogom UK cnieKTpocKoONnM moBepxXHOCTH

13 HOBOCWBWUPCK 2008
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NMONMUKATNMUNINAPHAA KOJIOHKA

NMPUYUHA YILUPEHUA XPOMATOIMPA®UYHECKOI'O NMUKA

NMKK ¢ bonbwoun gucnepcuen
KanunnsapoB NO CeYEeHUAM

NMKK ¢ manon gucnepcuen
Kanunnsapos

e}



NMONMUKATMUININAPHAA KOJTIOHKA

Bblpa)KeHVIe ana gucnepcuu xpomaTorpachquKoro NMUKa

o, =AL’+o. +LH,

Ons c,=0 B3TT : H=H,+ A;L

Ho, BI3TT gna kanunnapa r = <r>, rge <r> cpegHUn paguyc Kanunnsapa no
pacnpeneneHuio B nNy4ke

As cpeaHee KBagpaTU4YHOE OTKIMOHEHUEe KanunnsapoB nyyka no guamerpam

L AnnHa KOJNMOHKU

L L
3dcbekTnBHOCTL MKK : H (H, +A:L)
1
N, =—
As

MpeaoenbHasa 3pPeKTUBHOCTb KOJIOHKU 3aBUCUT TOJNTBKO OT TEXHOJOMnMU
NPUroTOBIEHUSA Ny4Ka

oc [
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QPDPEKTUBHOCTDb INKK B SABUCUMOCTU OT OUCTIEPCUN
KAMUNNAPOB U OJIMHBbI KOJTOHKWU

L L 1
_ 2 N = = N =
H=H, + AL H (H,+AL) A2
KBagpatnyHoe [octmxumas AchhpeKTMBHOCTL NPU pa3HbIX ANTUHAX
OTKJNIOHeHue, % 3¢ PheKTUBHOCTbL (Teop. Tapenok)
(Teop. Tapenok) 10 cm 50 cm 100 cm
6 278 240 240 240
5 400 360 366 366
4 625 475 600 610
3 1111 622 671 707
2 2500 1125 2100 2200
1 10000 1800 5600 6700

e}



MOBbILWWEHUE S®PEKTUBHOCTMU IMKK:
CAMOCOI'TIACOBAHHOE HAHECEHUE HX®

d; = CAR" Ca, a- const; d;— TonwmHa nneHku dasbl

(3. 2
H=H,+AL L 2T 0K
4 (1+K)

Noe K - dpakTop yaepxuBaHus
As - KBagpaTU4YHOE OTKSTIOHEHUE KanunnsapoB Mo CeYEeHUAM

At a<1: B3TT yBenunuuBaeTcs npu 6onblumnx K
At ao=1: B3TT noctosiHHO npu Bcex K
At 1<a<3: BI3TT ymeHbwaeTtcs npu yBenudeHmnu K

At o = 3: npu donbwux KB3TT ctpemurtca k Hy



ONHAMUYECKUWN CNOCOB HAHECEHUSA ®A3bI

AP MNMpoGka xnpkon dasbl

—— npoTankuBaeTcs Yepe3s KONMOHKY C

NOCTOAHHOMN CKOPOCTLIO C
NOMOLbLI0 N3O0bLITOYHOrO AaBNEeHUs
rasa

di~RV*>; V~R; di~R"™ (0=1.5)

V — cKOpOoCTb ABUXEHUSA NPOOKU Yepe3 Kanunnap
d; — TonwmHa nneHku hasbl HA CTeHKe Kanunnsapa
R - paguyc kanunnspa

4 (1+k)

N= A ’ [2 N (3 B a)k]z npu a=1.5 n k>>1

N=1.8Np
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MOOAND®ULMNPOBAHHbIM AUHAMUYECKUA CNOCOB
HAHECEHUA ®A3DI

= HenonHoe

Llar 1 = 3anofiHeHue KONMOHKM
_ AP

LWar 2 ‘L —_— YpnaneHue casbl

AOnuHa, koTopyro dasa 3anmeT B Kanunnsape ~ R

TonwmHa nneHkn asbl NPU UCNONb30BaHUM AUHAMUYECKOro
meTtoaa d; ~ R'®°

KonuyecTBo xuakoi dase B Kaxxaom kanunnsipe ~ R*® (0=2.5)

2 2
N ! (1 * k) Mou a=2.5 N = (1 * k)

A [2+(3-a)k] [2+0.5k]°
At k>>1 N,.x=16N,

YBENMUYEHUE DDPDEKTVIBHOCTMU B 16 PA3

e}



STATIC COATING METHOD FOR MULTICAPILLARY COLUMN

30Ha ucnapeHus
/

3anevyaTaHHbIN - EX
TopeLl KOJIOHKHN \y
|'| HHEYb
KosnyecTBO KUAKOM (pa3bl HA eAMHULYY AJIHHBI KOJOHKU ~R’
IHoBepXHOCTH EAMHUYHOU JIMHBI KAIWJLJIAPA ~R
ToamuHa miIeHKHU (pa3bl B KanuJLisipe ~R  (a=1)
2 2
4  (1+k) 4 (1+k)
N = o 5 Ipu o=1 N = = -
Ay [2+(3-a)k] AL 4(1+k)
N=Ny;

HUKAKOI'O YBEJIMYEHUSA OOPEKTUBHOCTH !
7



CAMOCOITIACOBAHHbIN CTATUMECKUU METO[

HAHECEHUA
30HA UCITAPEHUSA
NMoTok pacTBoOpa |_|
Xuagkom c¢asbl Vi = ’ﬁ/
M3 Hacoca v = ? MEYL
—_— — V, ﬂ
 ——
[OBWXXeHue KONMOHKM B NeYb
CO CKOpPOCTbIO Vi
AtV >>V¢: di—»R®, o—>3, H-H,
2 2
1 1+k V
N = 2. ( ) 5 NmaX:N0|:1+L:|
A 1 k Vi
+
(L+V,, V) k>>1

B aTtom cnyyae 3acpheKTMBHOCTb KOFTIOHKU 3aBUCUT OT COOTHoLwweHuaV, /Vk

/§
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QPDEKTUBHOCTD MNMKK SABUCUT OT TOINO, KAKUM
CNMNOCOBOM BbIJTIA HAHECEHA TJIEHKA ®A3bI

2

Camocor1acoBaHHbIH CraTuyeckui MeTo]
34 MeTO/ HAHEeCeHHSs o=1
5 a=2.5 3

5

mebb i -

0 5 10 15 t.sec 0

.....

5 10 15 t,sec

KonoHka 30 cm, T=50°C, cpa3a: SE-30, Hocutensb: N,.
1: neHTaH, 2: 2,2,4-TPUMETUIINEHTAH, 3: 2,5-ANMeTUNreKcaH,
4: 2,3,4-TpMmeTUININEHTaH, 5: 3-MeTUNMNeHTaH, 6: H-OKTaH.
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CPABHEHUE TEOPUU U SKCINEPUMEHTA:
3ABUCUMOCTDb BI3TT OT ®AKTOPA YOEPXUNBAHUA

HETP, mm
1.5
19 ._._,Ff)f‘f.l-,u.-_--* ....... NuHuA: Teopus
TOYKN: IKCNEepUMEeHT
0.9
0.6},
2
0.3- 3 a=2.5 H=H0+AZS-L-1-[2+(3_“2)"]
’ . . 4 (1+k)

0.0 L 1 1 1 1

0 5 0 IEEARE

Retention Factor
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NMPAMASA 22 CM NKK B SALULUTHOW TPYBKE




sic

NMPAMAA 22 CM NKK ®PUKCUPOBAHHAA TEPMETUKOM B
SALLUNTHOU TPYBKE

OTBepcTHe 11 3aN10JTHEHU S BHCIITHUM THAMETP
00beMa CHIINKOHOM

I'epmerux

KOJIOHKA

IHoupoBaHHBIN KOHEL
TPYOBI
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KOJIbLUEBBIE NOJIMKANMUITNAPHBIE KOJTIOHKW

YHacTb KOonbLeBOU KONMOHKM
BHELLHMUE

KAMUNAPLI

BHYTPEHHUE
KAMUNNAPDI

2

H=H, +AL+L
L

2
6 %2>0

I'outer>LinternaI ;

QPDEKTUBHOCTb KOJIOHKU
NAOAET

KonoHku gnuHon 1 metp

(A) R=11.5cm; (B) R=17.5cm

26 HOBOCUBUPCK 2008
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KOJIbLUEBBIE NOJIMKANMUITNAPHBIE KOJTIOHKW
YBEJIMHEHUE QOPEKTUBHOCTHU

N/N,
(]
3 ° o © ° o ° P
@
2 ] .
@
@
(]
1e
Bpawaem MoHONUT BAOSb
NPoAOSIbHOU OCY CUMMETPUMU

0 1 2 :'), | KOJNMTOHKMU
NMATEHT P® 2114427

Yucno o6opoToB BAOSL NPOAOSIbHOU
OCx CUMMEeTPUMn
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U-OBPA3HASA KOJIOHKA OJIMHOW 25 CM

28 HOBOCWBWUPCK 2008

BIC



HENOABWXHbIE XUOAKUE ®A3bl, MTPUMEHEHUE

KOTOPbIX BO3MOXHO OJ14 MKK

n

Carbowax 20M, Superox,
DB-WAX, FFAP

(

N

CHs T3
—0—|Si—0—|Si—
CH; CHj
- /n
OovV-1, SE-30, HP-1, DB-1
s N N
CH3 Ph
—0-Si— |—|—0—Si—
CH3. CHj
\ n > ’ m

SE-52, SE-54, DB-5, HP-2

29 HOBOCWBWUPCK 2008

(

_0_|Si_
CHj

-

OV-215, Rtx-200

.
CH; CHy CF

BIC |



3

PA3OEJIEHUE HA MNKK

NMpo6a: NpoMbILLNEHHbLIN
pacTBopuTenb
KonoHka: gnmHa 22 cm,
HX® SE-30, T=50°C

# BemecTBoO Taps (S)
1 1,77
2 | 2,2-/lumeTmiIOyTAH 2,64
3 | 2-MeTujJaneHTaH 3,38
4 | 3-MeTnjneHTan 3,79
5 | n-I'ekcan 4,38
6 | MeTHJILHUKJIONMEHTAH 5,42
7 | Hlmkjaoreckan 7,12

0 2 4 6 8 sec

Ycunurtenb: NocTosiHHast BpeMeHnn 103 cek
Cuctema 06paboTkn: 1000 Touek/cek.
Beoa npobbl: NHEBMATUYECKUN NHXEKTO, 50 ms.

0 HOBOCWBWUPCK 2008
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PA3OEJIEHUE HA MNMKK

NMpo6a: Cmecb NponuseHrnuKkonen

KonoHka: agnuvHa 22 cm,
HX®: Carbowax 20M

MporpammupoBaHue Temnepartypbil:

T=140-170°C, 20°/min

# BemecTBO tabs (5)
1 | IIponmwieHIrJInKoJIb 2,40
2 | /IMnponmieHrJanKoJab 5,83
3 | Tpunponunenrimkoan | 17,01

N

0 10 20

Ycunutenb: noctosiHHasa Bpemenun 10-3 cek
Cuctema 06paboTkn: 1000 Touek/cex.
Beoa npobbl: nHEBMATUYECKUN NHXeEKTop, 50 mc.

31 HOBOCWBWUPCK 2008
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PA3OEJIEHUE HA TKK

10

11

UL |

! I
0 20 40 60 80 100

| ]
120 sec
Ycunutenbe: nocTosHHas BpemeHn 103 cek

Cuctema 06paboTkn: 1000 Touek/cek.
Beoa npobbl: nHEBMATUYECKUN NHXeKTop, 20 mc.

32 HOBOCWBWUPCK 2008

Mpob6a: Yrnesoaopoabl Cg - C,,
KonoHka: annHa 6 cm,

das3a SE-30,
NMporpamMmupoBaHue
TemnepaTtypsbl: 65°C - 140°C

BemecTBa
OxTan
Honan
Jlekan
YHjaexkan
Jlonexan
Terpagexkan
I'exkcagexan
I'enTagexan
OkTagexaH
IHKO03aH
Jloxo3aHn

O |0 Q (N[N || WD =]

S S
—t |

&7/
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PASOENEHUE KOMIMOHEHTOB MNMUAPOJIM3HOIO TOMJIMBA

Homep BEHIECTBO Toos

11070 0%:] (sec)

& 1 i-IlenTan 1,99

2 n-Ilenran 2,37

4 2-MeTHIneHTaH 3,95

5 3-MeTnnenran 4,46

6 n-I'excan 5,21

4 13

7 MeTHINMKIONEHTAH 6,50

13 n-I'enran 12,93

14 MeTHINHKI0reKcaH 14,58

23 n-Okran 24,19

1o s 2 30 Kenon 33,66

I' 32 n-Houan 37,96

2 12 20
g It 22 38 n-/lexan 54,21
18 25 N-YHaeKaH 72,74
30
. I o A 7y 3
| kl IJ LE B s ﬁ‘_
0 10 20 30 40 50 60 70 sec.
KonoHka 22 cm, HX® SE-30, T=30-170°C, 20 °C/min.

N
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PA3NENEHUE JIEMEHTOOPIAHUYECKUX COEOUNHEHUN

KOJIOHKA 22 ecm HK® OV-101

AEDZ A, Tin 303 of AW_PT.TIN\TINOD093.D

Counts
12.5 3

TemneparypHble YCJI0BHA: JAETEKTOP: ATOMHO-2MHCCHOHHBIH

Havaasnas 110 °C, IIporpamma 120 CICKTPOMETD,

°C/min AHaauTnueckasa JuHus 303 nm.

HNuxexTop 350 °C

1. BuEt,Sn, 2. Bu,Et,Sn, 3. PhEt,Sn, 4. Bu,EtSn, 5. Ph,Et,Sn, 6. Ph,EtSn

sic
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3

PA3OEJIEHUE B3PbIBYHATbIX BELLUECTB HA MKK

1 2
- 3
H
o 5 10 15 CEK

5 HOBOCWBWUPCK 2008

KoJsionka: 25 cm

HXK® OV-1, T=170C,

Hocureas 60 ma/mun, He,

JleTeKkTOp — NJIAMEHHO-UOHU3AIMOHHbII
1 — PacTBopurenn (Touyo.r)

2 — 2,4-]IAHUTPOTOTYO0JT

3- 2,4,6-TpuHUTPOTOTYO0JI

BIC
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3SABUCUMOCTb BITT ANA NKK OT JIMHEUMHOWU CKOPOCTMU
FrA3SA HOCUTENA

0.8

0.6/

0.471

0.27

CKopocTb HocuTensa (cm/cek)

OO 1 ¥ T
0.0 50.0 100.0 150.0 200.0 250.0
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3ABUACUMOCTDb B3TT OT CKOPOCTU NOTOKA TA3A HOCUTEINA ONA
KANMUITNAPHBIX KONTOHOK PA3JIMMHOIO OUAMETPA

I | I |' T | T [ T ]' T ] T '|' T J T I
i A -
v @,
1.2 - Il L 1) » 0.10 mm ]
L S @ ¢ 0.25 mm i
'|1 i & e 0.32 mm
1.0— J @ » 0.53 mm ]
- S B o 0.75 mm .
\ i
ﬂﬂ I K\.h .-"‘r =
3 i 2y
N T = =
\ 1
06 LY o - ]
e € o _
- .\\. .d--l-.
NN e @
0.4 ‘*{H _,r'.;."'f _.J-"‘Ffr —
MKHE .-ﬂ'ﬂﬁ-f F.H__ﬂ-r"' |
D B u:u“i:.___'_u_‘__._l}: :T:f_' - g -
2 ]
Lk“u @
— - s - .
u 1 |. 1 l 1 ] 1 I. 1 I 1 l 1 I. 1 l 1 I I
0 20 40 60 80

W. Seferovic, J.V. Hinshaw, Jr. and L.S. Ettre. // J. Chromatogr. Sci. — 1986. - Vol.24. - P.374-382.

I'a3 Hocureas He, n-C11 B3ar aiasa onpenesenuss BOTT npu 110°C

/§
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3ABUCUMOCTb BITT OT JIMHEUHON CKOPOCTU FA3A
HOCUTENA ANA PA3INMNYHbBIX TUIMOB KOJIOHOK

0.8

06T

0.4t

0.21

0.0

BIOTT,mm
' ° NMKK 65 CM, 40 um 1200 kan, SE-30
N -
_ MukpoHacago4Has konoHka 0.32mm, L=53cm, 30/50
A um cop6eHT co cnoem SE-30
Y O — KanunnapHas konoHka, 0.2 mm, df =0.2 um, L=265cm, SE 30
[ ]
. .l
?
N
A
* ||
.- -——-——0""
® o=-—-"" o @
""....__._._...p—."
CkopocTtb Hocutens (He), cm/cek
0.0 50.0 100.0 150.0 200.0 250.0
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3ABUCUMOCTb B3TT OT OB bEMHOU CKOPOCTU FA3A
HOCUTENA ANA PA3INTNYHbBIX TUMOB KOJIOHOK

® - [losmkanu/uigspHast KOJIOHKA
0O - MuKpoHacago4YHas KOJIOHKA

m - KanunisipHas KoJioHKa

O --g--a.. O L
L ® ® ®
0.2
Cxopoctb HOcuTe s mii/MmuH (He)
0.0 :
0.0 20.0 40.0 60.0 80.0 100.0
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3ABUCUMOCTDb B3TT OT ®AKTOPA EMKOCTHU OANA
KAMUINIAPHOU U NONUKANUNNAPHOWU KOJIOHOK

KanunnapHaa KornoHka NMonukanunnapHas KOJIOHKa
Ho =r\/1+6K+112K2 H ot \/1+6K+11K2 +A2L( 4(1+K)> Y
3(1+K) mno 0 3(1+K)? *"|[2+(3-a)K]?
K - dpakTop eMKOCTH, r — paguyc Kkanunnsipa
HETP, mm HETP, mm
ne0 d =200 mkm “h

0.8

0.64

d = 100 mkm

0.4

N

i d =100 mkm
0.05 d =36 mkm 0.2
d = 36 mkm
d =20 mkm
0.00 0.0 . r : : .
0.0 4.0 8.0 12.0 16.0 20.0 0.0 4.0 8.0 12.0 16.0 20.0

) Retention Factor
Retention Factor
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3ABUCUMOCTDb B3TT OT ®AKTOPA EMKOCTHU OJ1A MNMKK

HETP, mm

1.5

12+ JlnHuA: Teopusn
TOYKU: IKCNepUMeHT

0.9}
o=25

0.6
Ag = 0.02

%
0.3F % . .
0.0

0 5 10 15 20 25
Retention Factor
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BIIMAHUE BEJINYUHDBI NMPOBbl HA S®PEKTUBHOCTbD
NMONUKANUNNAPHOWU KOJTOHKW

N, Teop.Tapenok

l NonukanunnsapHaa KONOHKa:
4000 -| @@ o @ ®
1 ® ® ® ®o 23 cm x 0.04 mm, 1375 kanunnsapos
3500 - ¢ HX®: SE-30, d; = 0.7 MUKpOH
3000
- @
2500 - ®
2000 .‘
1500 -
1000 ®
l @
500
LI ! L ! ! L
0,1 1 10

BennunHa npo6bl, MUKpOrpamMmm
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BIIMAHUE BEJINYUHbBI NMPOBbI HA 3®D®EKTUBHOCTb KOJIOHKU MNMPU
PA3JIMYHOWU TOJILLMHE NNEHKN HX® (SE-30)

N/N__
1,0 -
0,8 -
0,6 -

0,4 1

0,2 -

0,0

m df=0.3 mkm
0 df=0.5 mkm
df=0.7 mkm

o0

0O 00 A0 000

sample loading, mkg
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CPABHEHME 3NIPY304YHbIX BO3MOXHOCTEM
KAMUNNAPHOW N MNONMUMKANUNNAPHON KOJTIOHOK

e [MKK 23cm, df=0.5um
_N/Nmax m Kanunnsapras konoxka 0.25mm, 25m, df=0.5 um

of 14k %ﬁﬂ{;i 2

o : :

04 - [

''''''''''''''''''''''
35 30 25 20 15 -10 05 00 05 10 15 20

Lg (Mkr) (BenuM4nHa npoObl, MUKpOrpamMmmbl)
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NMONMUKATNMUINAPHBIE KOJNTOHKU OANA MNKX u F'AX

MO TUNY XPOMATOIPA®UYECKOTO MATEPUAJIA KOJTOHKW OJ1S1 TA30BOM
XPOMATOIPA®UN AENATCAH HA

KOJIOHKU ANA TA30)XXUAKOCTHOU XPOMATOIPA®UM

e He Bce 3apaum pa3gesieHUa MOXXHO pewnTb MeTogaMu MNKX
e Haunyulwee KaueCcTBO pa3aeneHnn nerkux yrnesogopoaos C1-C4, a Tak xe

NeTyuynx OKCMAOB MOXHO [AOCTUYb MNPM MUCNOJIb30BAaHUM KOJIOHOK C
copbeHTamMm, To ecTb MeToaomMm MAX
KOJIOHKW A1 TA30AZ1ICOPBLIUOHHOWU XPOMATOIPA®UU

Kak nonyuntb NKK ¢ nopuctbim crnoem copbeHTa?

EcTb ABa noaxoaa: 1. nokanu3oBaTtb YKe roToBbii aacopbeHT Ha
CTeHKe Kanunnspa. (CYCNEH3MOHHbIA METOA)

2. CuHTEe3npoBaTb afCoOpP6eHT BHYTPU KOJIOHKHU
(30J1b-TEJIb TEXHOJ10INA)
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NMPUTOTOBIEHUE MNMOPUCTOIO CINNOA CYCINEH3UWOHHbIM
METOAOM

KanunnapHas KonoHka MonukannnnapHaa KONoHkKa
OvameTp kanunnapa ~200 Mkm OvameTp kanunnapa ~40 Mkm

ac |



30J1b - T'EJlb TEXHONOIMunA gnAd ®OPMUPOBAHUA
MOPUCTOIO CINOA BHYTPU KAMUITNAPOB MKK

[MpuroToBrieHns1 KONOHOK B OAHY CTaguKo
O6pa3oBaHue HenpepbIBHOroO CrI0oA BAOJIb Kanunnsipa
Ucnonb3oBaHue Tex XXe MeToAo0B HaHeCeHUSs, YTO ANns Xuakon dasbl

MpuroroBneHue NOPUCTOro matepuana c TpedbyeMmbiMn CBOMCTBaAMM
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30J1b-I'EJlb PEAKLUA

/\ 2uoponus

(RO)(5.1)MOR + H,O0=—=ROH + (RO),M—OH

peamepuguxayusn

Konoencayus c

H nﬂna;?neauuem cnunma
/
(RO),M—Q + (RO) +1yM=—=ROH + (RO),M—O—M(OR),
ajlKoeojius

Konoencayusn c oopazoseanuem 600wt

H
/
2 (RO),M—0

HOH + (RO),M—O—M(OR),

2uoponu3

M = 3j71eMeHT, 00pa3yrouuii npeAnecTBeHHUK peakuuu (Hanpumep, Al, Si, Ti)
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OBLLUAA CXEMA 30J1b-TEflb PEAKLUA

o - E
\
Me si
N @E >
ﬁ KOHAEeHcauus ’;i\\ ﬂg\
i ~10 HM
~ M\e 3071k renb

BIC |s//\§



OBPA30BAHUE NOPUCTOWU CTPYKTYPbI TMBPULA

renupoBaHue
Ctagma nonuKoHaeHcauum NneHka rubpupa
I
Yactuubl
NMonuadup @ %
Mopbl

—CHz O CH;

| 7
7AI—OH —CH2 O CH;OH+ HOA — = — CHz OCHZ\O/A\l

I

\\
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CBOWUCTBA NOPUCTOIO CJ10A HA OCHOBE OKCUOA
ANMIOMUHUA

0,025 -

0,020 -

0,015 -

dV/dR

0,010 -

0,005

BET Surface Area = 587 m?/g
Aver.Pore Diameter = 54 A

Pore Volume = 0.68 cm3/g

PEG / Al(OC,H,); = 0.39 (weight)

0,000 ) ) ) ) L) L) L) L) I
10 100

Pore Diameter (A)
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MPUITOTOBJIEHUE 30J14 HA OCHOBE ANNIOMUHUA U ETO
HAHECEHUE HA KAMUIINAPBI MKK

: Al(OC4Hy); \
- M3obGyranou |
HIr » I'maposns | Ctapenue 22 °C, 24 4y
H,O
HCI Ipo3pa4nblii 30,16

A 4
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PA3OENEHUE HA MOPUCTOCIIOUHOMW NKK

NMpo6Ga: nerkue
yrnesogopoabl
KonoHka: pnuHa 30 cm,
daza: nopucTbin
antoMuHun, 60°C

mV 4 17
1200- 8
800 \
100/ 5.1l 5 6
1M\u 9 10 11
N 12
JWTN NN
0 2 4 6 3 10 12 14 sec

Yeumurens: Iocrosauans Bpemenn 10~ cex
ATIIIT: 1000 Touek/cex.
BBog mpoOsr: [THeBMaTnueckuii HHKEKTOP, S0 Mcek.

53 HOBOCWBWUPCK 2008

# | BemecTBo taps, S
1 Metan 0.84
2 JTan 1.00
3 ITHJIEH 1.14
4 IIponan 1.77
5 AneTnjieH 2.86
6 IIponuiien 3.60
7 HN300yTan 4.18
8 byran 4.97
9 Tpauc-60yran |9.79
10 | 1-byren 10.58
11 | N300yTen 12.16
12 | uc-0yTen 13.59
N
BIC |2
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PA3OENEHUE HA NOPUCTOCJIONHOMW MNKK

mV | 3 Mpo6a: YrneBoaopoabl Ce-Cy
KonoHka: anuHa 30 cm, ®A3A:
MopucTtbin okcua antoMmuHus, 142 °C
1000 > A
5 # | BemecrBa tabss S
1 | Meran 1.29
2 | I'ekcan 2.60
600 3 |2,2,4-TpumerninenTan 6.60
4 | OKTan 9.76
5 | Honan 20.94
2
200/ 1 | ;
0 10 20 30 Sec

Ycunurens: TOCTOSHHASI BPEMEH 107 cex
Cucrema o6padotku: 1000 Todek/cex.
BBonx poOsr: [THeBMaTHuecknii HHXEKTOp, SO Mcek.

/§
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PA3OENEHUE HA NOPUCTOCJIONHOMW MNKK

mV 1 2 O6pa3eu: YrneBogopoabl C4-C;
KonoHka: gnuHa 30 cm, ®A3A:
Mopucrtbin antommHun, 38 °C
3000 3 4 # | BemecrBa taps, S
1 | Meran 0.98
1 2 | dran 1.47
2000- 3 | Orniaen 2.04
4 | llponan 4.08
5 | Aunernien 6.80
1000
5
0 2 4 6 8§  sec

Ycunurenb: NOCTOSIHHAS. BPEMEHU 107 cex
Cucrema 00pabdotku: 1000 Touek/cexk.
BBox ipo6wr : [THeBMaTnyeckuit HHKEKTOP, SO MCeK.

/§
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PA3OENEHUE HA NOPUCTOCJIONHOMW MNKK

mV | 2 4 8 MNMpo6a: yrneBogopoabl C1-C,
KonoHka: gnuHa 30 cm,
3 PA3A: nopuUCTbIN OKCUA,
1200 1 antoMuHus, 45 °C
7 9 # | BemecTBa tabss S
1 | Meran 0.90
800/ 2 | Dran 1.20
10 3 | OTniaen 1.49
4 | Iponan 2.71
5 | Auernien 3.79
400 H 3 6 | HemaeHnr 5.02
7 | lIponujen 5.74
6 8 | Ilponaguen 7.54
9 | M300yTan 8.77
0 5 4 6 8 10 12 sec 10 | Byran 11.05

, YCHIINTENb: MOCTOSIHHASA BPEMEH 107 cex
Cucrema o6pabotku: 1000 Touex/cexk.
Brox mpo0Osr: [THeBMaTnueckuii WHKEKTOpP, SO MCek.
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CBOWUCTBA NOPUCTOCITIOUHbIX KOJIOHOK

3ABUCUMOCTb CEJNIEKTUBHOCTWU PASAOENEHUA OT COOEPXAHUA
OPrAHMYECKOW COCTABNAIOLLEN B UCXOOHOM 301E

3,0
O\

2,5 ‘w

o
2,0 @) \)
Q

1,5 - i-byTaH - n-byTaH
Ac A = JAY A

1,0 \ \

0,00 0,20 0,40 0,60
BecoBoe otHoweHue IMINI/Al-6yTokcua
o - PakTop cCenekTMBHOCTH a = (-t )/(t-t,), t, >t
Bic



CBOWUCTBA NOPUCTOCITOUHOMN MNKK

3ABUCUMOCTb BATT OT OB bEMHOU CKOPOCTU FA3A HOCUTENA
0,18 -
0,17 1

0,16

B3TT, mm
o o o
— —_— —_—
w ELN (@)
| | |

0,12 1

T - T - T - T - T - T - |
20 40 60 80 100 120 140
CKOPOCTb, mn/muH (He)

NMKK 30cm [lMopuctbin cnon okcuaa antomuuua. PEG / AI(OC4H,); = 0.39
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MOPUCTOCJIIONHASA NONIMKANUNNAPHASA KOJIOHKA

5,6
7
12,34
| | ; U\
AN
0 5 10 15 20 CeK.

OnNEeKTPOMETPUYECKUIN YCUNNTENb:
nocTtosdHHas BpemeHn 103 cek.
CkopocTb oumncpposku: 1 kL.
Beoa npoObl: 50 MunnucekyHa.

59 HOBOCWBWUPCK 2008

MNpo6a: yrnesogopoabl C1-C4
KonoHka: lnuHa 30 cm,

dasza: rubpmag Ha ocCHOBe oKcuaa
KpeMHus, T=45°C

1 - MeTaH

2 - dT1aH

3 - ATnUneH

4 - AueTtuneH
5 - [MponaH

6 - MponuneH
7 - MponagveH
8 - MponuH

9 - U3obyTaH
10 - byTtaH

BIC
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MOPUCTOCJIIONHASA NONMMKANUNNAPHASA KOJIOHKA
PA3OENEHUE TANNOrEHCOAEPXALWLUX YITNMEBOOOPOOOB

2

U

0 5 10 15 20 cekK.

OnNEeKTPOMETPUYECKUIN YCUNNTENb:
nocTtosdHHas BpemeHn 103 cek.
CkopocTb oumncpposku: 1 kL.
Beoa npoObl: 50 MunnucekyHa.

60 HOBOCWBWUPCK 2008

lNMpo6a: ranoreHcoaepxawme
yrnesogopoabl

KonoHka: lnuHa 30 cm,

da3za: rubpma Ha ocHoBe oKcuaa
KpeMHusa, T=95°C

1 - ppeoH-114

2 - ppeoH-21

3 - XJIOPUCTbIN MeTUseH
4 - xnopodopm

BIC |
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OPFAHUYECKUWU COPBEHT
nonv (1-TPUMETUNCUIINN)-1-NMTPOINMWH (MTMCP)

H,C

_C_

Si

CH,

[

C_

CH,

CTeknoobpa3HbIin pacTBOPUMbINA NONUMEP

* AcknounTenbHO BbICOKas NMPOHNLUAeMOCTb ra3oB

* BbicOkasi pacCTBOPMMOCTb ra3oB

* CBOOGOAHLIN 0O0BbEeM BHYTpU nonumepa 25%

- BumopanbHoe pacnpegeneHue nop B obnactax 3-5 Am 10-15 A

«Xopowasi paCTBOPUMOCTb B OpraHU4YeCKUX pacTBOpUTENSAX

HOBOCWBWUPCK 2008
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PA3OEJIEHUE HA MKK

-

- o
i R L¥ )
“a A

]
|
[
|
{
noi i

C nNTMcCnhn

MNpob6a: yrmeBopnopoabl C2-C4
OnwvHa konoHku: 30 cm,
®A3A: NMTMCI,

T=40°C

1 - 3TaH

2 — nponuneH

3 - nponaH

4 — 6yTaH

5 — n-OyTaH
6,7 - OyTeHbI

6
U 7
2
1 jU
}\-' ¥ v i ¥ . T v
) 6 8 10 12 14

Yceuauresb: nocrossHHass Bpemenu 10-3 cex
Cxopoctb onupposku: 1 kl'n.

BBoa mpo0bi: 50 MUJLUTHCEKYH/I.

62 HOBOCWBWUPCK 2008

ceK.

8 — ns3obyrtaH
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PA3OEJIEHUE HA MNKK C MTMCH

NMpob6a: apomaTnyeckme coeauHeHUs
OnwvHa konoHku: 30 cm,

|2 PA3A: NMTMCII,
T=120°C
1
3 4
1 — 3TMNOeH30n
2 — m-Kcunon
0 15 ceK. 3 - p-kcunon

Ycuaureab: nocrositnaas spemenn 10-3 cek.
Cropocts ouudposku: 1 kl'u.

BBoa mpo0bi: 50 MUJLUTHCEKYH/I.
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4 -- o-Kcunon

BIC
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QPDPEKTUBHOCTDL NOJIMKAMUITNIAPHBIX KOJIOHOK

Tun AnuHa, | 9ddeKkTMBHOCTL, | AhPeKTUBHOCTb npumMmeYyaHus
KOJTOHKM | cm Teop.Tapenok [ meTp

Konbuesbie | 100 12000-16000 12000-16000

MKX*

Mpambie 22 4000-4500 18000-20000

KX

U-obpasHbie | 22-30 3800-4200 14000-19000

KX

Mpsamble 22 1700-2000 7700-9000 KornoHku TepsArT
FAX* CTabUnbHOCTb B
Okcupa TeyeHue 1 roga npwm
T XpaHeHuUM Ha Bo3ayxe
MpsamMble 22 3500-4000 16000-18000

FAX*

nTMmcn

Bce konoHku coaepxxat 1400 kanunnapos no 40 MKM AMaMeTpPoOM
*MKX — Naso)xmakocTHas xpomarorpadcdpus

*FAX — Na3zoapcop6bunoHHas xpoMmaTtorpadpus

HOBOCMBWPCK 2008 BIC



CpaBHeHue BpemeHu pasgeneHus Ha MNKK pasnuyHon agnuHbI

L=100cm, T=150C, nocureas Ar, 50 ml/min; 1-C11, 2-C12, 3-C13, 4-C14, 5- C15 yriieBoaopo/sI

1 zo0 -

1 bonee y¢ppexmusnan kononka T(C15) =250cex

=] N(C15)= 10500 meop.mapenok

soo

Il jk j’\ y s

zoo ==s0

L=23cm, T=140C, Hocutean Ar, 52 ml/min; 1-C11, 2-C12, 3-C13, 4-C14, 5- C15 yraeBoaopoanbl

a4000 =]

fa

bonee ovicmpan konouka
T(Cl15) = 18.2cex

N(C15)= 4075 meop.mapenok
4 5
o —d k- E i 1oﬂ 15 A 25

Kakasa konouka oonvwme nooxooum 0.is nac ?

&7/
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TPEBOBAHUA K OBOPYOOBAHUIO 114 PABOTbI C
SKCMNPECCHbIMU NONMUKAINMUITNAPHBIMUA KONTOHKAMMW

* WNuxektop: [Ana kornoHku 20 cm TpebyeTca BpemMs
BBoaa 20-50 mcek

 [locTosiIHHaA BpeMeHUu AeTeKTopa He A0S KHa
BNUATb Ha Habnrpgaemyro 3apheKkTUBHOCTL. Jly4lie
BCero noaxoaaT UOHM3aLUOHHbIE AeTEeKTOopPbI

« [na 3aneKTPOMeTPUYECKro ycunurens —
nocTosiHHaA BpeMeHu nopsigka 1 Mcek

 Ckopoctb oundposku AL gonxHa coctaBnATbL
200-1000 namepeHnn B ceKyHAY

BIC |//\§
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BIIMAHWUE BPEMEHU BBOAA NMPOBbl HA HABJNIOOAEMYHO
QDOPEKTUBHOCTb KOJIOHKU

, [
- F |T 3
3 | _
R(1,2) =2,31 2 /|| - R(1,2)=0,99
(- |
| } |
4 . | |
> 1 “ ||| r \ | ~' I|
= rfl | | [
LA | \'. B
A AN A I J J NN _
Bpewmsi BBo/1a 1podb1 20 Mcek Bpems BBoaa npooni 300 Mcek

HomukanmuisipHasi KoJoHka 22 cm, 40 mkM kanmuspsl, ¢paza OV-1, T=70C, nerexrop-111J1,
IHocTosinnasi Bpemenu ycuaurteas 10 mcex, AILIT 1000 u3mepennii B ceKyHay

1 — I'excan, 2- ben3soJ, 3- ToayoJu, 4-ITHI0€eH30.1, 5- 0-Kcuitoa

BIC
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WHXXEKTOPbI AN BBOAA MNMPOBbI B MNMKK

* 6 X010BOW MOBOPOTHBIN KPaH HHKEKTOP pupmsbl Valco
OCHAIIICHHBIM THEBMATHYECKUM NPUBOJA0OM. Bpemst BBoa
npooObI~ 10 - 30 mcek

 IlHeBMaTHYEeCKHMI HHIKEKTOP, OCHOBAHHLIA HA
MEPEKJIIYECHUH Ia30BbIX MOTOKOB € OLICTPOACHCTBYIOIIUM
ra3oBbIM Tpurrepom. Bpemsi BBoaa npooni~ 20 Mcek

HOBOCMBWPCK 2008 BIC
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NONMMUKANMUITNAPHBIE KONNOHKU - OBJNTACTU NPUMEHEHUA

* B Tex cny4vagqx, roe B HacTosLlee BpeMs npu
HeoDbXoOAMMOCTN 3KCMPECCHOro aHanmaa Bce
Takn NPUMEHAT Hacaa04YHbIE KOMNMOHKM

* B kayecTBe BbICOKOCKOPOCTHbIX NMPeaKONOHOK
* B cKOpOCTHbIX NONEBbLIX aHaNn3aTopax

* [1pn aHann3e TepMNYECKN HECTAOUIbHbIX
coeanHEHUN

* B nonynpenapatuBHbIX YCTPOUCTBAX



A 4YTO XE [OAIJIEE ?

KOHEYHO, XUOKOCTHAA XPOMATOIPA®UA

* YMeHblUeHne gnamMmeTpa Kanunnsapos

e Co3gaHne HOBbIX METOAUK BHECEHUS

XpomaTtorpadonuyeckmux matepuarnos B
Kanunnsipbl

» CosgaHune HoBbIX moamndukaumn INKK ons
XXNOKOCTHOWN XpomaTtorpadoun
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NMKK 0N XXWOKOCTHOU XPOMATOIPA®UMN

NMKK 2000 kanunnapoB anameTpom 20um, 25 cM ANMHLI.C-18 NPULLNTLIN K NTOBEPXHOCTMH,
noaBuxHasa ¢asa: 20% auetoHutpuna. Ckopoctb notoka 0.3 mn/muH. T= 25 °C.
OeTtekTop: UV-254nm.

mV 2
50 -

40
30
20

10 -

ch2 ‘ ‘ ‘
0 1 2 3 min

(1) ypauun, (2) donyopeH, (3) heHaHTpeH

Y.P.Belov, M.M.Ulyanova, V.N.Sidelnikov. Multicapillary columns
for chromatography. Amer.Lab. v.37, N6 (2005), p.42-46.
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NMONUKANUNNAPHASA KOJIOHKA ONA XUOKOCTHOWU
XPOMATOIPA®UA

Kanunnsipos nopsiaka 1 MKm

MNKK gns xxuakocTtHou xpomartorpacdumn CuaenbHukos B.H., MapMmoH B.H.
MateHT P® 2190846 ot 19.04.01r.
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NMONMUKATNMUNINAPHAA KOJIOHKA C MOHOJIUTHBIM
MOPUCTbIM COPBEHTOM

10pm Signal A = SE1 Date :22 Dec 2003
EHT = 20.00 kV WD= 9mm Photo No. = 2728 Time :15:55:51

NMonepeyvyHoe ceyeHne NONINKANUIIIAPHON KOMTOHKU C MOHOJIUTHbLIM
NOPUCTbLIM COPOEHTOM Ha OCHOBEe OKCUAa KpeMHUSA
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HMTepaTypa Nno NOJIMKannnAaApHbIM KOJIOHKaM

V.P.Zhdanov, V.N.Sidelnikov, A.A.Vlasov, Dependence of the efficiency of a multicapillary column on
the liquid phase loading method. J .of Chromatography A, V.928, (2001) p 201-207.

V.N.Sidelnikov, Y.V.Patrushev, V.N.Parmon. Ultrafast gas chromatography. In: Principles and method
for accelerated catalyst design and testing. NATO Science Series. Kluwer Academic Publishers.
Mathematics, Physics and Chemistry-Vol. 69, pp.257-275, (2002)

B.H.CnaenbHukos, 10.B.MaTpywes. NMonukannnnapHasa xpomartorpadusa. Pocc. Xum. XKypHan, Tom
XLVII, Ne 1 (2003), cTp. 23-34.

B.l'.Bepe3kuH, B.H.CunagenbHukos, l0.B.MaTpywes, B.C.XoTumckun. NazoancopobLumoHHas
nonukKanunsipHasl KOJIOHKa U ee NpUMeHeHUe Ansa pasaeneHus nerkux yrnesogoponos. X®X, (2004),
TOM 78, N3, cTp. 520-524.

Y.P.Belov, M.M.Ulyanova, V.N.Sidelnikov. Multicapillary columns for chromatography. Amer.Lab. v.37,
N6 (2005), p.42-46.

V. N. Sidelnikov, Y.V. Patrushev, Y.P. Belov. Sol-Gel Multicapillary Columns for Gas-Solid
Chromatography. J. Chromatography, A, V.1101, (2006). p.315-318.

l0.B.MaTpywes, 0.B.BepBekuH, B.H.CuaensHukoB. NonukanunnsapHasa rasoxpomartorpacpuyeckas
KOJIOHKa C 30Nb-refib COp6eHTOM Ha ocHoBe okcuaa antomuHua. XKOX, 1.81, Ne 3, 2007, c.1-4.

A.T.Ecdmmenko, U.U.HaymeHko, B.K.CoboneBa. CnupanbHble nonukanunnspHbie KONMOHKU. XXPX, 1.82,
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