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B3 2005

XUMUSI U XUMHUYECKHUH AHAJIN3
PASOENEHWE:

HU3Ko3d D EeKTUBHOE BblCOKO3MdEKTUBHOE
agcopbuus cybnumauums
asnoxeHve
Ananms P SNEKTPO®OPE3
ONCTUNNALMA ynbTpadunbTpaums

FA3BOBAA XPOMATOIPA®UA

30HHaA nnaska OKCTPAKLIAA KNOKOCTHAS XPOMATOMPAGUST
KpUCTannusauus  SMEeKTPonm3
ocaxaeHue yNbTpaLeHTp1dyrmposaHmne

METOAObl AHAJIN3A:

amMmnepomeTpus MacC-CrneKTpocKonus pedpakTomeTpusi
OEeHCcMTOMEeTpUS HedpenomeTpus Tepmorpadus
rpaBumMeTpus onTunyeckas gucnepcusi TUTPOBaHWE
MK-cnekTpockonmsa nnaMeHHast cnekTpocKonums TypboammeTpus
nonsipumeTpums UMMYHOXMMUYECKWNIA aHanuns doTomeTpus
KanopumeTpus nonsiporpacusa AMEeKTPOAHbIN aHanua
KOHOYKTOMETpUs NMPOTOYHO-MHXEKLMOHHBIN aHanM3 3MneKTPOHHAas CNeKTPOCKONus
KpyroBow AUXpOM3M paguoXMMU4ecKuin aHanm3s OlMP-cnekTpockonus
KyJTOHOMETpUS pamaHoBCKas CNeKTPOCKONnS AMP-cnekTpockonus

B3 2006

APTE®AKTDI

| NMPOEKT: "M3BneyeHne 30n0T1a 13 Mopckon Boabl"

CTPENTOUMAODbI:
Benbin KpacHbIn (NpOHTO3KM)

(o) NH, o
I

NHz@ﬁ_NHz NHZ@NN@SNHZ
(o) (o}

COLEPXAHVE PTYTU B BAMKANbCKOW BO[E:

Mockomrngpomet CCCP (1985 r.) C.Meuleman v gp. (1994 r)
300 Hr/n He/n 0.14+0.77 wrinHe/n
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S-S
Gly-lle-Val-Glu-GIn-Cys-Cys:Thr-Ser-1| Ie-O,JsSer-Leu-Tyr-GIn-Leu-GIu-Asn-Tyr-Ofs—Am
]
S
é S-S V|Hcy.l1VIH yernoBeka
Phe-Val-Asn-GInH is—Leu-d/sGIySer-His—Leu—VaI-GIu—AIa—Leu—Tyr—Leu—VaICysGIy—GIu—ArgGIy—PhePhe—Tyr—Thr-Pro—Lys—Thr
S-S
Gly-1le-Val-Glu-GIn-Cys-Cys-Ihr-Ser- | le - Cys-Ser-Leu-Tyr-Gln-Leu-Glu-Asn-Tyr-Cys-Asp -
L He3amuanpoBaHHbIN
S—S
$ | WHCYINUH YenoBeKa
Phe-Val-AsnGInH is-Leu-OI/s-GIy-Ser-I-iis-Leu-VaI-GIu~AIa-Leu-Tyr-Leu-VaICysGIy-GIu~ArgGIy-Phe-Phe-Tyr-Thr—Pro-Lys-Thr
S-S
Gly-lle-Val-Glu-GIn-Cys-Cys-Thr-Ser-| le-Cys-Ser-Leu-Tyr-GIn-Leu-Glu-Asn-Tyr -Asn
]
S
L $—8 WUHCYNuUH cBUHbU
Phe-Val-Asn-GInH is—Leu-d/sGIySer-His—Leu—VaI-GIu—AIa—Leu—Tyr—Leu—VaICysGIy—GIu—ArgGIy—PhePhe—Tyr—Thr-Pro—LysAla
S-S
Gly-lle-Val-Glu-GIn-Cys-Cys-Ala-Ser-1 Ie-O/SSer-Leu-Tyr-GIn-Leu-GIu-Asn-Tyr-Ofs—Am
]
z s—s WUHcynuH 6bika

Phe-Val-Asn-GInH is-Leu-OI/s-GIy-Ser-I-Iis-Leu-VaIGIu~AIa-Leu-Tyr-Leu-VaI-CysGIy-GIu~Arg-GIy-Phe-Phe-Tyr-Thr—Pro-LysAIa

=3¢)
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YYBCTBUTEJIBHOCTDb AHAJIM3A

Konuenrpauus

1r/n

1 Mmr/n

1 MKr/n
1 Hr/n

1 nr/n
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YYBCTBUTEJIBHOCTDb AHAJIM3A

N30upareabHOCTH

0.005 M pacTtBop BelyecTBa "@" (M=100) ”
nnm 0.5 r/ne/n 1r/m=102M

1: 5000

1 monekyna Bellectsa "@"
Ha 10 000 monekyn pacTBopuTens

1TmMr/n=105M
1: 5000 000

1Mkr/n=108M
1: 5000 000 000

1THI/M=10"M
1: 5000 000 000 000

=3¢) 2006

PA3JIEJIEHUE

"DEVIDE ET IMPERE" - "Pa3pnens v Bnacteyn”

Uapb ®ununn (otey Anekcangpa MakegoHCKOro)

"[ltogu, 3HaroLLMe HECKOSbKO XMMUIO, OOIKHbI Hanbonee ynpax-
HATbCS B KONMMYECTBEHHbIX Pa3foXeHUsX U OblTb yOEeXOeHHbIMU B TOM,
YTO MO3HaBLUN MX HECOBEPLLUEHHO, OHW HE MOryT ObITb CNOCOOHbLI HU K

KakoMy y4eHOMY uccrieoBaHmnio"
Bepuenwnyc

(Berzelius) Hemc 5Tko6 (1779-1848), mBeACKHiT XHMIK ¥ MHHEDAIIOT,
HMHOCTPaHHBIN IoYeTHBIH uiieH [lerepOyprekoit AH.

OTKpBLT LepHii, ceneH, Topuid. Co3aai MEKTPOXUMHUIECKYIO TEOPHIO
XHMHYECKOTO CPOJICTBA, HA €€ OCHOBE IMOCTPOMIT KJIACCHU(DUKAIINIO DIEMEHTOB,
coeMHeHU ¥ MUHepanoB. Onpeaenuia aTOMHbIE MacChl 45 3JIEMEHTOB, BBEI
COBpEMEHHBIE XUMUYECKHE 3HaKH 37eMeHTOoB. [Ipeanoxun Tepmun "karamus".
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OTKPBITHE XPOMATOI'PA®OUU

BopoHka ¢ -
pacTBopUTeENnem Eﬂ
-
pr6Ka Cc = -
agcopbeHTom '
"’ '
PunbTp -
N
Konb6a byH3eHa ==
XpomaTtorpamm
(1906 r.)

"OcobeHHO noy4nTenbHO HabnwaeHie apcopbuioH-
HbIXb SIBMEHI Npy dunbTpauin Yepesb NnopoLlloks. M3b
HWKHEro  KOHUA  BOPOHKW  BblTEeKaeT  cHadana
Oes3uBeTHasi, NOTOMb >xenTasi (KapOTWHbL) KMOKOCTb,
MeXAy TeMb Kakb Bb MOBEPXHOCTHbIXb CMOSXb UHYMK-
HoBaro cTonba o0Opa3yeTcs  MHTEHCUMBHO-3erneHoe
KOmNbLIO, Ha HWKHEM Kpakt KoToparo ckopo auddepeH-
unpyetca xentas kamma. [pu nocnegywowem npo-
nyckaHin Yyepesb MHYNUHOBbLIA CTONOBL YMCTaro nuMrpo-
uHa, oba Kombla, 3efleHoe W XenToe, 3HaYUTEenbHO
paclUMpSIOTCA U pacnpoCTPaHSOTCA  BHWU3B, A0
M3BECTHOrO npefena, YeMm [okasbiBaeTcs, YTO U 34eCb
(kak Bb M3BECTHbIX YXXe pasHbixb Criyyasxb agcopbuiv)
KONM4ecTBO aAcopbupoBaHHaro BellecTBa 3aBUCUT OTb
KOHLIeHTpaLin, OTb OCMOTMYECKaro HamnpsbkeHis ero Bb
pacTBOpe, HO He MPOMopLiOHaNbHO eMy, Takb Kakb He
CBOAMUTCS Kb HYMO MNPUM OCMOTMYECKOMB HamnpshkKeHiun
paBHOMb Hym".

M. LiBeT (1903 r.)

OTKPBITUE XPOMATOI'PA®UU

Mwuxann CemeHoBud LiBeT
1905 .

“MogobHO cBeTOBLIM Nlyyam B
CMEeKTpe pasfinyHble KOMMOHEHTbI
CITOXXKHOro MUrMeHTa 3aKOHOMEPHO
pacrnpefensaiTca Apyr 3a Apyrom B
cton6e agcopbeHTa u CTaHOBATCA
OOCTYNHbIMU ~ KQYE€CTBEHHOMY WU
KONMMYECTBEHHOMY OMpeaeneHuto.
Takon pacuBedveHHbI npenapat s
Ha3Ban XpomMamoz2paMMOM, a
COOTBETCTBYHOLUMA METO, aHanu3a
Xpomamozpaghudeckum meToaom".

M.LUBeT (1906 r.)
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KUJIKOCTHAA XPOMATOI'PA®UA

Ceroans

1970-2005 - BbinyLeHo okono 800 KHUI Ha aHIMMNCKOM N PYCCKOM S3bIKax

2005 - exxemeca4HO BbIxogAT 6onee 12 cneumanmanpoBaHHbIX MEXOYHaPOOHbIX XypHanoB
1980-2004 - exxerogHO NpoBOAUTCS He MeHee 20 KPYMHbIX MeXayHapoaHbIX CUMNO3UYMOB
2004 - 6onee 200 dmpm npoussenu obopygoBaHune Ha 2.5 mnpg gonnapos CLUA

1997 - 6onee 100 000 xpomaTorpacos B CLUA

2005 - B Poccuiickon ®epepaumm meHee 10 000 xpomaTorpacdoB (oLeHka)

HOBEJNIEBCKWE NMPEMUN

1952 - A.MapTuH, P.CuHr - PaspaboTka meToga pacnpegenurensHon xpomartorpadgum

1955 - B.[to BuHbOH - PaboTbl No paclumgpoBKe CTPYKTYP U CUHTE3Y NENTUAHBLIX FOPMOHOB
OKCUTOLMHA 1 Ba3onpeccuHa

1958 - ®.CeHrep - YcTaHOBNEHNE NEPBUYHOW CTPYKTYPbI MHCYNUHA

1972 - K.AHduHCeH, C.Myp, Y.CTelH - ABTOMaTU4eCKUin aMUHOKUCIIOTHBIN aHannsaTop

=3¢) 2006

"KUJTKOCTHBIH XPOMATOI'PA®D
Buepa

/\

R |
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"KUJIKOCTHBIA XPOMATOI'PA®

Cerogns

OnoeHTHI
A B,CD

Herasatop

[peaKkonoHOYHbIN
peakTop

|
- I
T ]| dopkornoHka ABTOf03aTOP
II SnioeT "E : TepmoctaTt
Konnekrop | KonoHka
dpakumii I 2
WIn NUKOB & KomnbloTep
I PeareHt Y
peakTop I
Cnus C6eperaTens [eTektop MpuHTep
antoeHTa "E"
B3 2006

XPOMATOI'PA®USA

Onpenesenue

(Hayunsrit coBet no xpomarorpaduu u agcopounu PAH)

HAYKA

O MEeXMOJIEeKYITAPHbIX B3aUMOAENCTBUAX U nepeHoce Mosnekyn unn 4actuul B
CcuctemMe HecMmelunBaroLWNXCA 1N ABMWXYLLNXCA OTHOCUTENbHO ApYyr Apyra ¢as

METOA

pasfeneHnsi CMecen BELLECTB NN YacTuL, OCHOBaHHbIVA Ha pasnuyumn B
CKOPOCTU UX NepeMeLLeHNst B CUCTEME HECMELLNBAOLMXCS U ABUXKYLLMXCS
OTHOCUTENBLHO ApPYr Apyra das

NMPOLIECC

andbdepeHLnpoBaHHOrO MHOFOKpaTHOrO nepepacnpeneneHns BeLLecTs unm
YyacTUL, MeXay HeCMeLLMBaLLMMNCS Y ABUXKYLLMMUCS OTHOCUTENbHO ApYr

apyra asamu, npuBoasaLmMn K 060Co6NEHNIO0 KOHLEHTPALMOHHbIX 30H

nHanemayanbHbIX KOMNOHEHTOB NCXOAHbIX CMECen 3TUX BeLWEeCTB Unm 4YacTtumu
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AKUJIKOCTHAA XPOMATOI'PA®UA

Knaccnbpunkanus

Mo HasHa4yeHWO: aHanNUTU4eckas, npenapatuBHas, nusomHas, npomsiwneHHas

Mo koHdurypaumm pasgensoLlen CMCTEMbI: KOFTOHOYHAs!, MUMKPOKOFIOHOYHAsi, MHO20KO/TOHOYHas,
KanusnnisipHasi, niaHapHas, bymaxHasi, MmoHKocColHas, MembpaHHasi, HeripepblieHas,
UUPKYIISAAUUOHHas!, MHO20MEepHasi, NepKonsyuoHHast

Mo arperaTHOMY COCTOSIHUIO ha3: TBEPOO-KUAKOCTHAS, KUOKO-KUOKOCMHas, MUUEISIPHas,
ceepxkpumuyeckas (cbrroudHasi), nonughazHas

Mo cnocoby nepemelueHus copbata: antOeHTHas!, 8bIMECHUMEbHas!, hPOHMarbHas,
anekmpoxpomamozpagusi

Mo coctaBy NnoaBMXHOM hasbl: U3okpaTUYeckas, CTyneHyaTas, rpagueHTHas

C nporpamMMu1poBaHueM: CocTaB 3ntoeHTa, memnepamypa, 0asneHue, NomokK

Mo nonapHocTtu das: HopmanbHo-a3Has, obpalleHHo-dasHas

Mo mMexaHu3My pasgeneHus: pacnpegenurenbHasl, IOHOOGMEHHas!, SKCKIT3MBHAS (IKCKIO3MOHHaS,
CcuUTOBas, renb-NpoHKKaroLast), MoH-napHasi, adcopbyuoHHasi, acghgpuHHas, nueaHooo0bMeHHas,

UOHHas1, 2uOpoduHamuyecKasi, hpakyUOHUPOBaHUE 8 M1ONEPEYHOM r1osie cusl, 2udpoghobHas,
2udpocghurnbHas, xupanbHas

Mo cnocoby AeTeKTUPOBaHUS: OQHO- U MHOTOKaHarnbHoe, NPsSIMoe 1 HenpsiMoe (KOCBEHHOE),
npea- v NOCTKONIOHOYHAs AepuBaTM3auus, paspyLuatLlee 1 HepaspyLiawliee

Mo sdhekTnBHOCTYM:

Mo paBnexuto:

Mo ckopocTu pasgenenus:

Mpouee:

=3¢)
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KAKHE BbIBAIOT XPOMATOI'PA®bLI?

AHATIMTUYECKME XPOMATOIPA®BI
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KAKHUE BBIBAIOT XPOMATOI'PA®bLI?

MPEMNAPATUBHBIE XPOMATOIPA®bI

=3¢) 2006

KAKHE BbIBAIOT XPOMATOI'PA®bLI?

MPOMBILWNEHHBIE XPOMATOIPA®DI
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KAKHUE BBIBAIOT XPOMATOI'PA®bLI?

BMOXPOMATOIPA®DI

=3¢) 2006

KAKHE BbIBAIOT XPOMATOI'PA®bLI?

NOJIEBBIE XPOMATOIPA®LI

10




B3

2006

KAKHUE BBIBAIOT XPOMATOI'PA®bLI?

MONEBbLIE XPOMATOIPA®bI

Muauxpom A-02

"EnviroChrom", 1995 r.
3A0 "OkoHosa" (HoBocnbupck), "KNAUER, GmbH" (bepnuH)
"Munuxpom A-02", 1996 r.
3A0 "OkoHosa" (r. HoBocnbupck) u AO "6OM3" (r.bepack)

=3¢)

NN =

ODURWN =

2006

MPUKJIATHAS AHAJUTUYECKAS
XPOMATOTPA®US B P® (2004 r.)

OBJIACTHbLIE AHAITUTUYECKUE NNABOPATOPUMN

OKY MBA 9. NabopaTtopusi oxpaHbl NPUPOALI
OKY ®CKH 10. Arpoxumundeckast nabopatopusi
KpumuHanuctuyeckas nabopatopus ¢Cb 11. NabopaTopwus MNocrugpomeTta
Jlabopatopusi MMC 12. NabopaTopust O6naHepro
MuweBas nabopaTopusa CaHanuaemHaasopa 13. Jlabopatopus CyamenakcnepTussbl
BeTepuHapHasi nabopatopus 14. NabopaTopus BogokaHana
Muwesas nabopaTopusa NoccTtaHoapTa 15. JlabopaTopus Hapkonorum
dapmaueBTuyeckas nabopatopust Obnsgpasa 16. NabopaTopum OBnacTHbIX 6OMbHULL
NMPOU3BOOCTBEHHbLIE JTIABOPATOPUU

. PapmMaueBTUYECKME 3aBOAbI 7. 3aBoabl 6e3arnkaronbHbIX HaNMTKOB
Jlnkepo-BogoYHbIE 3aBOAbI 8. MacnoxupkombuHaTbl

. MsicokombBuHaThbI 9. Mtnuedabpukn
BuTamMmuHHble 3aBoabI 10. Xvmunyeckue 3aBoapl (NecTuuuabl, Kpacutenu) u np.)

. TennoanekTpocTaHumm 11. AntoMrHMeBble 3aBOAbl

. HedprenepepabartbiBatoLme 3aBoab! 12. Kongutepckue dabpukm

NMPOYUE NNABOPATOPUNA

Hayka, Bbiclune yyebHble 3aBegeHus, Apmusi, TaMOXHS

11




Jlexkuusa 2

Tepmunosaorus BIXKX.
DopMajibHASI KOJIOHOYHASA

xpoMmartorpadgus.

I 'U.bapam
Kypc nexuyuit "B3/KX ona BCEX"

HoBocudupck, 2007

12
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XPOMATOI'PA®UYECKUN MUK

BIXXXE2006

KoHuenmpauus eewecmsa, C

XPOMATOI'PA®UYECKUHN MUK

Tr BPEMA (T)
BepuwuHa nuka e
h - BbicOTa nuKa 1 *[;)
__________________________________________________ y: -e
0 2
IMepedHutli hppoHmM 3adHui ppoHm oNZ
v-r, Y
______ o607h 26 ] cW)=he (%)
0.5h
____________________ 23456 0T
: c(T)=h-e ‘°
______ 0185h_ .. 4o || n= Sr
_____________________________________________ 2
10%h OcHoeaHue nuka il
0 Ve 4o OBBLEM (V)

Vy, - o6bem yaepxumBaHns BellecTsa
Tr - BpEMS yAepXMBaHUS BeLlecTBa
o - Avcnepcus rayccosa nuka

h - BbicOTa rayccoBa nuka

S - nnowaak rayccosa nvka

13
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Tr BPEMSI (T)
o BepwuHa nuka
& F----- h-Beicotanuka | T .
©
§ IMepedHuli ppoHm 3adHull pporm
3
8 0.607h
Ol R I
2 R osh___________._w 4\
S 23456
£
T
=3
é ______ 0.135h | A4S .
10%h OcHoeaHue nuka
0 Ve 4o OBBLEM (V)
w
A 10%h=b10%h/a10%h - ACUMCTpU IIMKa Ha YPOBHEC IO%h
AgTWso,,/2050,, - acumerpus nuka Ha yposHe 5%h
(bpuranckas u EBporneiickas @apmakorien)
23¢) 2006

XPOMATOI'PA®UYECKUHN MUK

Tk BPEMS (T)

BepwuHa nuka

h - BbicOTa nuka

KoHueHmpauus sewecmsa, C

0 Ve 4o OBBEM (V)
w

N=(Vy/6)*=5.54(V/w)*=16(Vi/W)? - 53 DEeKTHBHOCTH KOJIOHKH
(IHCIIO TEOPETUIECKUX TAPEIIOK)

H=L/N - BbicOTa, S5KBUBaJIEHTHAas TeopeTnyeckoii Tapenke (BOTT),
rae L- nyivHa KOJIOHKH

14
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XPOMATOI'PAMMA

XpomaTorpamma - kpmBasi, oTobpaxkatoLasi 3aBUCMMOCTb BEMMUYMNHBI KOHLEHTPaLMK BelecTBa
B BbITEKAOLLEN U3 KOSTOHKM NOABMKHON pase oT oObema BbITEKLIEN hasbl NN OT BPEMEHMU

Te To Tz BPEMS (T)
¢ !
O6nacTb
ekcz?;?:uoﬁ ancopBUMOHHOV 1
XpomaTorpacum pacnpeaenuTensbHo
P P Xxpomatorpacuu
' T
0 Ve Vo Vr OBBEM (V)

V, (T,) - uckmoqerHbIl 06Bem (6pems1) KOJIOHKU; paBeH 06beMy NMOABKHOM (haskl, HaxoasLLelics
CHapYXwu 3epeH rnopucmoli cTauMoHapHou gasbl

V, (T,) - c80600HbIl nn Mepmebili 06LeM (8pemsi) KOJIOHKU; paBeH NoNHOMY o6bemy HaxogsLlencs
B KOMOHKe MOABWKHON ha3bl (06beM yaepxmBaHua HecopbrpyemMoro BelLecTBa)

Vi, (TR) - 06Bem (spems1) yOepkueaHus seujecmea

OBBEM n BPEMSA
F - o6bemHas CKopoCTb MOTOKa NOABMXKHOM ¢hasbl
U - nuHeriHasa ckopoCTb NOTOKa NOABMKHOWN (a3bl BOOSb KONTOHKM
S - NNowaab CeYeHNst KONOHKU
V=FT V=FT, V,=FT, U=FIs T,=L/U

BIXXKX§#2006
Yiaep:xxuBaHue BelleCTBa
Te Ty Tk  BPEMSA (T)
C I |
Obnactb Obnacrs
9KCKITHO3MOHHOW aACOPOLUOHHOV 1 .
XpomaTorpacbum pacnpeaenuTenbHon
XxpomaTtorpadum

0 Ve Vo Ve OBBEM (V)

— !
k' - chakTop yaepxvBaHu4 BellecTBa (eMKOCTHOE OTHOLLUEHMWE)

a, ,=k',/k', - baktop pasaeneHus Belects 1 1 2 (CeneKkTMBHOCTb)

15




XPOMATOI'PAMMA
Pa3nesienue nukoB
T T; BPEMA (7)
c
6 Vi V, OBBEM (V)
_2Va-Va)_ 2:4V, AV,
W +W, 4o0,+40, 4o
paspeLlleHune nukos 1 n 2
IOO®EKTUBHOCTDb U CEJIEKTUBHOCTD
Hu3kas adpdekTMBHOCTb Bbicokasi apdheKTMBHOCTb
_ Hwuskas cenektuBHOCTb _ - Hwuskasa cenekTmBHOCTL -
A B 1 k2
1+2 3

(X1|2=1.1

N=5000
Hu3kas adpdekTMBHOCTb Bbicokas achdekTnBHOCTb
_Bbicokas cenekTuBHOCTb _ _ Bbicokasi cenekTMBHOCTb -
(o D 2
3

0L1,2=1.5
N=5000

16
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QOO®EKTUBHOCTD + CEJEKTUBHOCTD

HPLC
High
Performance (Pressure, Performance, Pleasure, P...)
Liquid
Chromatography

HRLC™ -High Resolution Liquid Chromatography (Bio-Rad Lab.)

FPLC™ - Fast Polymer (Peptide, Protein, Polynucleotide) Liquid Chromatography
(Pharmacia)

UPLC™ - Ultra Performance Liquid Chromatography (Waters Corp., 2004)
Ultra Pressure Liquid Chromatography (P=1000 atm)

B3XX

BbicokodddekTuBHasa XKugkocTtHaa Xpomartorpadus

CoBpemeHHasa BOXX - 1 BewecTBo/MUH

B3, 2006

OOPMA IIUKA

Monekynbl obpasua
B pacTBope

TeopeTneckne ,::::::::::::::::::::::::H KONOHKA
Tapenkn @ |4f-——-—--Z- -z

17




®OPMA
MMAKA (1)

k'=1; N=5

Teopetnyeckue |2
Tapernku 4

ecceccsceccsccce |]
ApncopbupoBaHHble
(HenoaABWXHbIE)
MorneKyrbl

NHxekumsa

(0000000000000000
CsoboaHble
(noaBWxXHbIE)
MorneKyrbl

®OPMA
MUAKA (2)

k'=1; N=5

Snoyus

PasHosecue

Snoyus

Snoyus

Snoyusi

—

PasHosecue

Snoyus

Snroyus

PaesHosecue

Snoyus

Snoyust

|

PasHosecue

Snroyus

Snoyus

|

PasHosecue

Snoyus

Snroyus

|

PagHosecue

Snoyus

Snoyust

|

PagHosecue

Snoyus

Snroyus

|

PasHosecue

Snroyus

Snoyust

|

PasHosecue

Onoyus

Snroyus

PasHosecue

Snroyus

Snroyus

18




YOPEKTUBHOCTD, CEJJEKTUBHOCTD,

PA3JAEJIEHUE

LN bl B
T2 ky+hicay,+2

T.T. 1
5000 —

4000 —
3000 —
2000 —

1000 —

0 —

YOPEKTUBHOCTD, CEJJEKTUBHOCTD,

PA3JAEJIEHUE

R, =M @l gy
"2 kytky-a,,+2

1k%=0.5

19
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QOO®EKTUBHOCTD, CEJIEKTUBHOCTD,
PA3JAEJIEHUE

by

2 ki +k o, +2

P
(7]
=

w ™

N

-

bll | | |
. N T T A T I |

o

BIXXXE2006

PA3SPEIIEHUE IITUKOB
— 2(Vr2 - Vrl)

S$41=S, (Nnowiaam N1KoB BbIYUCIIEHBI B UHTEPBAne +4c)
Rs=0.5 (20) R:=1.0 (40) Rs=1.2 (4.8c) R.=1.5 (60)

° 0 1
98% 98% 227" 9979 2

66% 65%
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PASPEHIEHUE IIUKOB

— 2(Vr2

- Vrl)

927 40, + 40,

Rs=1 (45) (nnowiaan n1KoOB BblYUCIEHBI B MHTEpBare +4c)

SA/SB=1 SA/SB=10

99.8%

97.7%

SA/SB=100 A

100.0%

80.6%

70.7%
.

2006

QOOPEKTUBHOCTD

BIXi

U CKOPOCTD
IHOTOKA
JIIOEHTA

BOTT (H)

HMVIH

KOJIOHKA: J4x75 mm; cunukarens (d,=4.2 MKm)
- QNIOEHT: rentax

o-Tepdhenun (k'=12)

H=B/U - Bknaa npononbHomn anddysum

H=A+B/MU+CU
ypaBHeHue
BaH-[leemtepa

H=CU - Bknag macconepeHoca

H=A - Bknag HEOOHOPOAHOCTM YNaKOBKM

JInHeriHasa ckopocTb notoka (U)

Hutpo6GeH3on (k'=4)

I ' I
12

o
-
-]

U, mm/cek
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BIXX2006
QPPEKTUBHOCTDb U CKOPOCTD
INOTOKA 9JIIOEHTA B UPLC
20
. .
19 " = ’ A 1.7 Mkm
g '. m BN .. o ¢ ¢ 3.5 MKM
:|=:'10 | ..OO.:. ©0 %% o+ o o M 5.0 MKM
~ A & & S & A A ® MoHonut
0 T T T
0.0 20 4.0 6.0 8.0
U, mm/cek
L=50 mm; amroent - H,O:CH;CN (30:70); aHayuT - rekcunOeH3o1
M .Kele et al., Waters Corp., 2004
BIXXI2006

IPPEKTUBHOCTDb U HAT'PY3KA HA KOJIOHKY

XpoMmarorpagus Ha cHJIMKarese

B3TT, Mkm

B3TT, Mkm

10000 | L.R.Snyder (1967)
8000
6000 —
4000
2000
0 T —T— T
10 100 1000
300 J.N.Done (1976) K'=5.9
200
Obnacme B3AXXKX
100 —: nuHeliHas Xpomamoepaghusi
0 T
0.01 0.1 1 10 100 1000

Harpy3ska Ha agcopbeHT, MKr/r

22




B3Xi 006

JABJIEHHUE B B2KX

Pt oL
d*- o

P - naBneHne Ha Bxoae B KOMOHKY, MlNa F - ckopocTb noToka, Mi/MuH
1 - BA3KOCTb NOABWXHOW (pasbl, CN3 L - pnvHa KOJNOHKN, MM
dp- AnameTp YyacTtuu, copbeHTa, MKm & - ouameTp KOSTOHKN, MM

[pumepbl BbIMUCAEHUS:

1. @=2 mm; L=75 mm; dp=5.0 MKM; n=1 cn3; F=0.2 mn/mMuH; P=3 MPa
2. =2 mm; L=75 mm; dp=1.7 MKM; n=1 cn3; F=0.2 mn/mMuH; P26 MPa
3. @=2 mm; L=75 mm; dp=1.7 MKM; n=1 cn3; F=2.0 mn/mMuH; P=275 MPa

B3Xi 006
BA3ZKOCTb NOJABUKHOU ®A3bI
Bausinue Temmneparypsl

PacTaOpHTENS n (cn3) npu Temnepartype, °C

10 20 30 40 50 60
AueToHUTpUn 0.396 0.357 0.325 - - -
Boaa 1.308 1.005 0.801 0.656 0.549 0.469
"ekcaH 0.343 0.307 0.290 0.253 0.248 0.222
MeTtaHon 0.690 0.597 0.510 0.450 0.396 0.350
OT1aHon 1.466 1.200 1.003 0.834 0.702 0.592
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BA3ZKOCTD NOJABUKHOU ®A3bI

BoaHooprannuyeckue cMecu

o

[Te}

<;1 2 @ - 1-MponaHon

Q.

=

(3]

5

) W - OtaHon

9 1

2

g AN

m Boaa * - MeTaHon
A - TeTparugpodypaH
¢ - AueToHuTpun

OF——T T T T 1
0 20 40 60 80 100

CopfepxaHue opraHM4eckoro pacTBopuTens,
%(Bec.)

BIXi

2006

TEMIIEPATYPA B BOXKX

H3MeHeHue yiep>KuBAHUA BelleCTBA

TepmoanHaMMYeCKME NPUYUHBLI
log k'=a/T + b

roe
T - abcontoTHasa TemnepaTypa (°K);

a wn b - KOHCTaHTbI (06bI4HO a>0).
B o6paweHHo-¢a3oBor xpomatorpadum "4yBCTBUTENBHOCTL"
yoepxusaHua B eauHunuax k' npu k' =10 coctasnsaeT okono 1 Ha 10°C.

N3meHeHne koHdopMaumnmn Gruomonekyn
(6eriku, HyKreuHo8ble KUC/1ombl, rnosucaxapuobl)

24
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TEMIIEPATYPA B B9KX

N3meHeHUe yiep:KMBaHUS BellleCTBA

PasneneHne 0e30KCUONUIoHYKIeoTU0B

Komonka: 2x250 mm
Copbent: YMC ODS-AQ (d,=3 Mxm)
® Oaroent: 10 MM TOAA B 7% CH,CN
% ----- —-80° CxopocTb nmoroka: 0.3 Mi/MHUH
=l JetexkTop: A=260 HM
° 30 Odpazen: cymma pd(A),. 5 1 pd(A),s 59
2
o)
2
8 N.M.Djordjevic, F.Houdiere, P.Fowler,
% F.Natt. Anal. Chem., 1998, 70,1921-1925
& -60°
v ' T l T l T
0 10 20
Bpems, MuH
BIXXI2006
N3MeHeHUe yiep:KUBAHUS BelIeCTBA
10,80 N n Hoaumepsi (1000-9000 D), | T, °C
1050 ) coaep:Kaume aMl/luorpynm:l” 120
10.404 ,//’
1030 It
g """ .-
E 10.20 // r90
9 10.10 R
Q 3 -
Em.oo- /'D./
E os0 1 160
= D&
© 980 [ N | o r o
9.70 3 JU'\U U}bb ;{}U\IWM
9,60 30
o s 0 45 20 25 30 35 40 45
Bpemsi, MUH

Komaonka: 0.32 mm x 30 cm ¢ Hypersil ODS-100 (3 mxm)

CKopocTh NOTOKA: 5 MKJI/MHUH

Qmoent: stunanerar-CH,CN-(C,H,);N-CH,COOH (45:44.9:10:0.1)

T.Andersen, I.L.Skuland, A.Holm, R.Trones, T.Greibrokk. J.Chromatogr. A, 2004, 1029, 49-56
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IIUKOBASA EMKOCTDb KOJTOHKUA

M3oxpaTudeckoe >0upoOBaHNE
JN O (14K
In| mo—1

7=
4R, 1+k)

N=5000 R=1.2 k'=0 k', =53

Oobem 100

I'panuenTHOE 3MIOMPOBaHUE
IN=5000 R~1.2 V5=4000 mxn 46=60 Mkn

[

O0bem

64

i
[Bl, %

<>

BIXXXE2006

IIKMKOBAS EMKOCTDb KOJTOHKUA

(=]
(=]
|

-]
o
|

|

.,

JWI :.‘.{ALM

(o]
(=]
L
o
o
[+:]
T |
2
- 3
!
B
4
(5]
@
]

4
(=]

100 180
Bpema, MiaH

h
o

OTHOCUTENBHAA MHTEHCUBHOCTE

1.

20 40 60 80
Bpems, MUH

Koaonka: 0.05x1500 mm ¢ ¢azoii Phenomenex C18 (30 um, 3 MKM)
Cxopoctb notoka: 0.15 Mxi/mMuH

JlaBaenne: 115 MlIla

O6pa3en: Tpuntrueckuii ruaposmsar 20 MKr O6enka

140

M.-S. Kim, W.-S. Choie, Y.S. Shin, M.-H. Yu, S-.W. Lee.
Bull. Korean Chem. Soc. 2004, Vol. 25, No. 12, 1833-1839.
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KOJIOHKH B B9XKX

OTHOCUTENbHbIN 06beM

01 - 4.6x250 mm 05 4 2x250 mm
x
g
=)
c ©
oL
Ek
1 =)
o J
T I
5 e
0 : 0 - :
0 17.6 0 3.3
N ‘
0.3 4.6X75 Mmm 1.0 2X75 Mm
0 J : 0 ;
0 5.3 0 1
B3Xi 2006
KonoHka, N, P, k=10
MM T.T. OTH. Vg, OTH. | Tg, OTH. | h, OTH.
250x4.6 20000 3 17.6 3 0.1
250x2 20000 3 3.3 3 0.5
75x4.6 6000 1 5.3 1 0.3
75x2 6000 1 1 1 1

MNUKPOKOJIOHOYHASA N OBbIYHASA B3>KX

MK B3XX B3XX
Pa3mepbl KONMOHKKU, MM 22x60+80 J4.6x250
O PEKTMBHOCTL KOMOHKM, T.T. 5000+-6000 1500020000
MukoBas eMKOCTb KOMOHKM, MUKK™ 40+45 70+85
JInHenHasi ckopocTb anoumMm, MM/cek 0.5+1 1+2
O6bemHasi CKOpoCTb anounn, Mi/MUH 0.1+0.2 1+2
Paboyee pasnexune, MlNa 2+4 15+30
Pacxopq antoeHTa Ha 1 aHanu3a, mn’™ 2 40
Bpemsi aHanu3a, MuH"" 10+20 20+40
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Kaaccugurkauusa BIKX no nuamerpy KoJI0HOK

Tun xpomarorpadpumu D anyrps MM

O6brunas B22KX 3.5

Conventional HPLC

B27KX Ha y3KHX KOJOHKAX >

Narrow-bore HPLC

MukpoxogaoHouyHnasa KX 0.5-1

Micro L.C :

Kanmunasapuasa BIXKX

Capillary L.C 0.1-0.5

Hano B92KX

Nano LC 0.01-0.1

B22KX Ha nmojiom kaunJLisipe

Open tubular LC 0.005-0.05

Y.Saito, K.Jinno, T.Greibrokk. J. Sep. Sci. 2004, 27, 1379-1390
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Jlexuusa 3

MexaHu3MBbI

"KUJAKOCTHOHU XpoMarorpadpuu

I' ' H.bapam
Kypc nexkyuit "BIKX ona BCEX"

HoBocubdupck, 2007
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B3AUMOJIEUCTBUE
AncopéenT<>Ancopoar

Ancopouust

Pacteop

- yHKUMOHanbHas rpynna agcopbeHTa

- Mmonekyna agcopbarta-aHamura (A)

- Mornekyna agcopbaTta-koHKypeHTa-BbITeCHUTENS (A)
- Monekyna pactBoputens-pas6asutens (P)

AncopbeHT

<Apcop6eHT-KOHKypeHT> + AHanuT < <Aacop6eHT-AHanuT> + KOHKypeHT

[Ancop6eHT-AHanuT]x[KoHKypeHT]

[Ancop6eHT-KoHkypeHT]x[AHanuT]

Koncranra paBHoBecus

Xpomarorpadgusi: aAcOpOLUOHHAS, HOHOOOMEeHHAas, apPpuHHAA

B3AUMOJIEMCTBUE

AncopdeHTSAncopoar
IKCTPAKLMSA

Pacteop

- pyHKUMOHanbHas rpynna agcopbeHTa

- Monekyna agcop6arta-aHanuta (A)

- Monekyna agcopbaTta-koHKypeHTa-BbITeCHUTENS (A)
- Monekyna pactBoputens-pasbasutens (P)

ApncopbeHT

[AHanuT B HenogBWXHoM cpaze]

[AnanuT B nogBwxHOM hase]

Koy duunent pacnpenesienus

Xpomarorpagusi: pacnpeaeanureabHas

30
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TUIbI B3AUMOJIEMCTBUSA

AncopoeHTSAncopoar

0
s<o)(Na
(0]

= 4 B3anmopgencrteue: "MoOH <> NoH"

AAcopOBeHT: MOHOOBMEHHUK (CyIbGhONoIUCMUPOST)
PacTtBopuTenb: NonspHbIn (800a)

KOHKypeHTbIaHaHMTa:MOHbICSapﬂﬂOM'KNO)KGSHaKa

- = B3aunmopgencTBue: "omnonb <> amnons"
@ Ancop6eHT: nonspHeIn (SiO,, Al,O,)

PactBopuTenb: ManononsapHbln (Xs10poghopm)

KoHKypeHTbI: nongapHblie Mmonekynbl (crnupm, 8oda)

B3anmogencrtBue: "omnonb <> HaBegeHHbIM gunonb"
Ancopb6eHT: nonapHbin (SiO,, Al,O,)
PacTBopuTenb: HENONSAPHbLIN (2eKCaH)

KoHKYpeHTbI: ManononspHbie Monekynbl (X/10poghopm)

B2

2006

TUIIbI B3AUMOJIEMCTBUSA

AncopoeHT>Ancopoar

B3anmopencTBue: "BogopoaHas cBsA3b"
AAcop6eHT: JoHOp/aKUenTop 351EKTPOHOB
PacTtBopuTensb: He obpasytowmii H-cessu (ACN)

KoHKypeHTbI: o6pasytowmne H-cBa3m monekynbl (8oda)

B3anmopencTteue: "rmapodobHoe"
Apacop6eHT: HenonsApHbI (06paweHHas ¢ghasa)
PacTtBOpuTenb: nonspHbin (goda)

KoHkypeHTbI: nonsapHble monekynbl (criupm, ACN)

B3aumopeuncteue: adoduHHoe (6uocneuyncumyeckoe)

Cymma e3aumodelicmeuli: NOHHbIE, OUNOSbHBIE,

rmapodobHbie,H-cBA3N

% Apcop6eHT: adhPUHHBIN (aHMU2€EH)

PacTtBopuTtenb: Boga

KoHKypeHTbI: MoHHas cuna, Temnepatypa, pH u np.
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TUIIbBI BBAHMOI[EI?'ICTBI/IH
AncopoeHTSAncopoar

B3aumopenctBue: xmpansHoe (CTepeocneumpunieckoe)
Apcop6eHT: xmpanbHbIi (onmuYyecKku akmueHbIL)

PaCTBOpVITenb: BOoAa, OpFaHMLIeCKI/IIZ pacTBOpUTEITb

KoHKypeHTbI: noHHasi cuna, pH, nonsipHocTb 1 np.

2006

U30TEPMA AJCOPBLIUU

dopma nMKa

C; - KOHIEHTpaNKs BelecTBa B TBepaoit ¢ase
C\; - KOHIIEHTPAHs BELIeCTBA B :KUAKOI da3se

A B C
/’ ‘

32




IKCKIIIO3UOHHASA XPOMATOI'PA®UA

T KoHueHTpauus

!oo.u-‘-o.!c-.too.oo

/ MOJIEKYb:
g
=
5] marnble
% cpenHue
=1
I
o
<z

log M

O6bem

AJCOPBLHHIUOHHASA XPOMATOI'PA®UA

KoHueHTpaums
Monekynsl  Monekynbl
C MéHbLIMM € 66NbLUUM
3apsagom 3apagom
©®  AHMOHBI 1 2
pasgensiemMblx
®  sewects
©AHNOH-KOHKYPEHT
(aH1OH antoeHTa)
0 Vi Vi
Obvem
K
2
30HbI
KOHLiEHTpaLuum
BellecTs
1
KoHueHTpauus
anteHTa, C
2
Monekynbl -
2 x
¢ 66nbWUM > 1
3apsaom S}
Monekynbi
C MEHbLUUM
3apsaom

log C
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PACIHIPEJAEJIUTEJIBHASA XPOMATOI'PA®UA

"'1"1'1'533'11' Boree 1 2, MeHee
— 1 . S nonsipHoe nonsipHoe
- o ° = KoHuewTpauus BeLLecTBo BeLecTBoO
__ e — -
B ,.: & o - HEMONSIPHbIN
— - = KOMMOHEHT
e _ L —.—
B 2 ] (KOHKYPEHT)
L,‘ . - antoeHTa ] ]
TN e o * / /
o 0 Vr1 Vg2 O6bem
'
- 'fi [ J— k 2
& 2 .70 [ —
_ o K g
2 T e e e 2
2 - . 7:.. | — - MOMNeKynbl 1
e - mMeHee
_ o. _ | -~ NONSIPHOTO
- - i g BellecTsa KoHueHTpauus antoexTa, C
e e — y
o — _—= — o 2
o~ e o [ el @ - Monekynbl
| . _ — 6onee ~
B o~ ‘5 NonsipHoOro :’ 1
_ ¥ e ¥ - — BelecTsa 5
L2

* Xe :an 37—
L sl

° o . i‘
o — L KoHueHTpauus antoexTa, C

B3IX

2006
IIpuButbie ¢asbl HA OCHOBE CHIIHKATES
CH;
1
i=R
|
CH;
OBPAIIEHHBIE ®A3bI
da3sa R HasHayeHue

Cc18 —CH2(CH2)16CH3 YHuBepcanbHas asa C BbICOKON eMKOCTbIO.
RP18 Pasgenenvne rmapodunbHbIX BELLECTB METOAOM MOH-MapHON XpomMarorpaduin.
Octadecyl
ODS
Cc8 —CH2(CH2)6CH3 YHuBepcanbHas asa co cpeaHen eMKOCTbIO.
RP8 Pasgenexne nunounbHbIX BELWECTB.
Octyl
c4 —CH2(CH2).CH3 PaspeneHve GenkoB u nenTuaoB MeToAoM obpalleHHO-has3oBoi U rmapo-
Butyl ho6HoM xpomaTorpacum.
C1 —(CH3)3 ®a3za C 04eHb HU3KOW EMKOCTbIO.
Phenyl —CgHs ®a3za co cpeHel eMKOCTbI0.
Nitryl —CH,;CH,CH,-CN | ®a3a C H/3KOW eMKOCTbIO.
CN
Nitro —CH,CH,;CH,-NO, | ®a3a ¢ HM3KOI eMKOCTbIO; CeNeKkTUBHA K apOMaTUYECKUM COEANHEHNSIM.
NO,
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HEINMOJABUKDBIE ®A3bI IJIS1 BOXKX

IIpuButbie gasbl HA OCHOBE CHIIMKATIeIs
i
|i_R
CH;
OBPAIIEHHBIE ®A3bI

ANOTPONHbLIN pAA (NOBbIWEHUE CUNbI 3ITH0EHTA):
Bopna<MeOH<ACN<EtOH<TeTtparnapodypaH<lponaHon<iuokcaH

Cmewusarowuecst ¢ 60001 U
npospaynsie 8 YD obracmu cnekmpa pacmeopumenu

B2

2006

HEIIOABUXXbIE ®A3bI JIA BO2KX

"HecuiukarejbHbie' oOpamennbie Gpa3bl

I'PAOUT IMOJINCTUPOJI
Column: 100x4.6mm Appl. #35 Sulfa Drugs at pH 3.1
g A o 150 x 4.1 mm PRP-1 (P/N 79425)
Flow: 1.0mlmin

Uv: 254nm

1. Aniline

2. 3-Ethylaniline

a 3. 2-Ethylaniline

4. N-Ethylaniline

5. N,N-Dimethylaniline
&. N,N-Diethylaniline
7. 2,5-Dichloroaniline

Minutes

Conditions: ssnoouusouum ihyd
\ Phosplmpl-lmmn 00ratic.
Flow: 1.0 mL/min

—7T1 1 1 1T 1T T T T T 1 Detection: UVat254nm
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CEJIEKTUBHOCTD ®A3bI "C18"

I. O0pamenno-gasnas xpomarorpapus

19 2 3@ 4@
(O©)—cnat-nm, @C;hg; Or-orton | (O)crri-coon

H3MeHeHHe CTeNeHN HOHU3ALUH

2 Konkypentni: [ 2 |4
3 MeOH

pH 2

BIXi

2006

CEJIEKTUBHOCTD ®A3bI "C18"

I1. Mon-napuasi xpomarorpadgus

1 2 3 4

Oopa3oBanue rIpodhoOHLIX HOHHBIX AP

— Hon-napusle + CH; CH,3

H3C*(CH2)6*CH2*£SS*O AreHThI HstgEcnzfjgi_lcsH:,
KoHKYpEeHTBI:
C 3 2 D
MeOH 4 3
4 F;CCOO™
H+ 1

L)

=
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CEJIEKTUBHOCTD ®A3bI "C18"

I11. MonooOmennast xpomarorpadgus

19 2 3@ 4@
(O©)—cat-nm, @c;hg; Or-orton | (O)crri-coom

Moaupukanusa NnoBepXHOCTH COPOEHTA
o Moaupukaropsl:

_ CH3
o OK,S\(; ? WWWM’:"C”S
i3
. NOHKYPCHTBI: =
E Lit KoHKYpeHTbI F,CCOO =
2
3 1
4 3

T

BIXi

2006

CEJIEKTUBHOCTD ®A3bI "C18"

A dekTmBHOCTL KOnoHkM: 4000-6000 TeopeTMYECKMX Tapernok

PaspelueHue nukoB: Ry ;.4 >1 vnn 4

O

Ph-H < Ph-CH; < Ph-CH,CH; <...< Ph-CH,(CH,),5.3,CHj;

©_/\/\

IHoBepxHOCTH THAPOGOOHOr0 KOHTAKTA

37
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CEJIEKTUBHOCTD ®A3bI "C18"

A dekTmBHOCTL KOonoHkU: 4000-6000 TeopeTMYECKMX Tapernok
PaspelueHue nukoB: Ry ;.4 >1 nnmn 4

IToBepxHOCTHb rHAPO(POOHOI0 KOHTAKTA

CH; CH; CH;
@ @
CH;

CH;
YBenuyexne
yaepxusaHus
NO, NO, NO,
0" @
NO,
NO,
YBenuyeHne
yaepXnBaHus

B2

2006

CEJIEKTUBHOCTD ®A3bI "C18"

A dekTmBHOCTL KONoHkM: 4000-6000 TeopeTMYECKMX Tapernok
PaspelueHue nukoB: Ry ;.4 >1 vnn 4

IHoBepxHocTh rUAPOPOOHOI0 KOHTAKTA

Huc-n3omepobl Tpanuc-uzomepsnl
CH, YBenuueHne CH;
H3C\C/CH2 yaepXuBaHus H3C\C/CH2
I 1l
HsC” \(I:Hz HZCI:/ “CH3
CH3 CHj3
e g: YBenunyeHue e g:
3 ¢’ 2 yaepXvBaHus 5 e 2
/c\ - ~
H3C™ "CH, H,C ¢ CH;
OH OH
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CEJIEKTUBHOCTD ®A3bI "C18"

A dekTmBHOCTL KONoHkM: 4000-6000 TeopeTMYECKMX Tapernok

PaspelueHue nukoB: Ry ;.4 >1 1nmn 4

IToBepxHOCTH rHAPO(POOHOr0 KOHTAKTA

yoepXxusaHua

e (OO0 QO QOO

yAepXKUBaHUS © ©

B2
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CEJIEKTUBHOCTD ®A3bI "C18"

[ToBepxHOCTH rHAPOPOOHOr0 KOHTAKTA

o)
R-C G (R-C
OH o
H 0
R-N < R-N"H
H H
YBenuuexue
yoepxmBaHua
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XPOMATOI'PA®US HOHOB
HA OBPAIIIEHOM ®A3E

Canaoble KUCJIOTHI M OCHOBAHUSA

R-COOH < R-COO™ +H" R-N'H,< R-NH,+H"

x _IR-COO|.|H"|

a

x _|R=NH,|-[H']
[R- COOH | ‘" [R-N'H,]

[R-cooH

pH pactBopa =———p

BIXi
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CEJIEKTUBHOCTD ®A3bI "C18"

XMMHYECKasA AepuBaTusanus

HpOI/BBOIIHbIe AMMHOKMUCJIOT:

¢ pennnuzornonnanarom (PTK-AK)
HS H (IEOOH

| 1 |
O

H

R

¢ opmo-PTajIeBBIM AJbJACTHAOM (O(I)A-AK)
S—CH,CH,OH
(I.TOOH
N-¢
H

R
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CEJIEKTUBHOCTD ®A3bI "C18"

Iopsiaok 31r0MpoBaHNUSI TPOU3BOIHBIX AMUHOKHUCJIOT
U3 KOJIOHOK ¢ oOpanieHHoii ¢a3oii

AMMHOKHCJIOTA Koa | Crpykrypa pagukana R | ®TK-AK [ ODA-AK
AcnaparuHoBas KUCIOTa Asp —CH,CO0O" 1 1
I'myramMuHOBas KHCIOTA Glu —CH,CH,COO™ 2 2
Cepun Ser —CH,OH 3 3
I'munyn Gly —-H 4 7
Tuctumun His *CH2<;NH 5 4
Tpeonun Thr —CHOHCH; 6 6
AnaHuH Ala —CH; 7 9

—CH2-(CH3)2-N-C=
ApruHuH Arg 2 {CHak b NH:‘H 8 5
Tuposun Tyr *CHz@OH 9 8
Bamuu Val —CH(CH), 10 11
MeTnoHuH Met —CH,CH,-SCH; 11 10
U3oneituun Ile —CHCH,;CH,CH; 12 13
Jleituun Leu —CH,CH(CH3), 13 14
DeHunantaHuH Phe —CH, 14 12

BIXi

2006

CEJIEKTUBHOCTD ®A3bI "C18"

Hpencxa:;a}me Yiaep:KuBaHUA CIOKHBIX MOJIERYJI: MENTHABI

N-koHeL MNenTnaHasa ces3b C-koHel
QH O H
CIJH--C—N—CIJH—...—CllH--C—N (IlH
R4 R, R; R4

‘\\\//

OcTtaTtkn aMmUMHOKMUCNOT

VR ~ﬂZi’ Vo)

Zi = BKJIQJ I-TOI'0 CTPYKTYPHOI'O 3JIEMCHTA MMENITU/IAa B €r0 y/I€PKUBAHUE
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CEJIEKTUBHOCTD ®A3bI "C18"
Hpencxaaaﬂne YiepKuBaHUA NMENTUT0B
CTpyKTYpHBIii O6nbem, =1 » 13
3JIEMEHT MeNnTHAA Kon MEKJI VR =209 - [( Zi) + ZCN + Vo] -990
Vo | Zi
Asn N [162] 0 3000
Ser S | 164 ] 0 30 nenTUa0B
Asp D | 164 O
Gln Q |165] 0 2500
Gly G | 170 ] 5
His H | 175 ] 10
Glu E 177 | 12 2000
Thr T | 180 | 15 5
Lys K | 182 ] 17 =
Ala A | 183 ] 18 ’E 15004
Cys C | 244179 2
Arg R | 196 | 31 =
Pro P [215]50 000
Val V | 309 | 144
Met M | 354 | 189
Tyr Y | 512 [347
Tle 1 | 643|478 007
Leu L | 686 | 521
Phe F 811 | 646
Trp W | 1029 | 864 0 T T T T T
0 500 1000 1500 2000 2500 3000
[cCCOOH) + (NH))lena | CN| - ] 15 Vi (3KeI), Mt

Aszaposa U.H., bapam I''U., Tonbn6epr E.JI. buoopean. xumus, 2005, B neyatn

B3IX

2006
CEJIEKTUBHOCTD ®A3bI "C18"
Ipeacka3anue yaep:KuBaHUs NENTHI0B
Boeruucieno 6

- Azno
—_— A |
—_ A

g

:

=

2

5 -

T T T
0 400 800 1200 1600
O0BbeM, MKJI

Aszapoa U.H., Bapam I''U., Tonbnoepr E.JI. buoopean. xumus, 2005, B nevatn
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XPOMATOI'PA®USA HOHOB
HA OBPAIIIEHHOM ®A3E

Houn-napuast xpomarorpadpus

_ 9
H.N'R 0-C-R
2 HaN"(R); CH,§ ol o
NN N0 NSNS N — —P-0-
§o HN*(R); N CH; ~— 6
o N*(R)s CH, o
— Il
OfﬁfR
o
KOHKYPEHTbI
\/\/\/@O E NAA 1@ O Honoodmennblii
—
KaTnoHbI E + MEXaHHU3M
AHWNOHBI
AN S T'uapodooubIii
ANOO + VOO
'mapodobHbIe MEXaHU3M
MOSeKyrnbl
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Jlexuusa 4

HemoaBuikHbie (pas3bl
IJI KOJIOHOYHOM KUJIKOCTHOM

xpoMmartorpagpuu

I' ' H.bapam
Kypc nexuyuit "B3/KX ona BCEX"

HoBocudupck, 2007
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BIXKX§2006

HEINNOJIBUZKHbBIE ®A3bI IJIS1 BOKX

MexaHuveckasi IPOYHOCTD

Msrkue dasbl

Ha OCHOBE LIenntonoabl, AeKcTpaHa, nonuakpunamuaga, nonuctTupona v ap.
OnNsi KonoHo4YHoM KX HU3KOro gaBrieHuns

(P,,,.<0.2 MIMa)

Makc

MonyxecTtkune hasbl

Ha OCHOBE MONMBUHUITOBOrO CNnpTa, nonmMcTupona
ana BOXKX Ha KOpOTKMX KONOHKaX

(Pyaxc 80 10 MIMa)

XecTkune dasbl
Ha OCHOBE OKMUCEN KPEMHUS, artOMUHUS, LIMPKOHUSA, CTEKNa
(Pyaxc 80 50 MrMa).

BIXKX§2006

HEINMOJABU’KHBIE ®A3bI IJIS1 BOXKX

dopMa YaCTHUI

O - c(pepuyeckasn

@ - HelpaBHWJIbHAasI
@ - HeMpPaBUJIbHAaA (CKPYIJIEHHAs)
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HEIIOABUKHBIE ®A3bI JISAA BOKX

ILi1omxagbs moBepxXHOCTH

HenopucTas cpasa "OTKpbITaaA" KONIOHKa
noBepxHocTHo-nopucTtas (pellicular) dasa

ARy
%;% XY o6LemMHo-nopucTas asa Zorbax® (DuPont)

B2 2006

HEIIOABUKHbBIE ®A3bI JISA BOKX

IL1omaab MOBEPXHOCTH

MOHOJIUTHasA
KOJTOHKa

8 nepddysmonHHas
c¢asa

nonuxanunnﬁpﬂaﬂ NnoNINBOJTIOKOHHasA

KOJTOHKa KOJTOHKa
Y. Saito et al. Anal. Chem., 2003, 75, 5525-5531 R.K. Marcus et al. J. Chromatogr. A, 2003, 986, 17-31.
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HEIIOABUKHBIE ®A3bI JISAA BOXKX

Pacnpenesienne yacTuil ¥ mop no pazmMepy

1 {----e- B 100% o

=

""""" = I

Qo A 80 2

23 -— &

% (O] © (0]

g Q 60 2

o Q o

9 g9 I Lo S i S

s 0 © o
S oL ' +40

S G . 3

o ® i 3

= ! 20 &

1

1 [

__r_1 [ T

0| oL o =

1
1 1 !
d10% ds0% oo
Paamep vactuy unm nop

BIX

2006

HEIIOABUKHBIE ®A3bI JISA BOXKX

CooTHOLIEHUE pa3MepoOB

YacTtuua agcopbeHta

Bupyc
dp=5 MKM i

0 2 4 MKM

MacwTab
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AJJCOPBEHTHDI 1JIA BOXKX

CuHTe3 00beMHO-IIOPUCTOI0 CHIINKATEJIS

(O]
H l )
NaZSiO3+H20 — XSiOZyHZO -Si—-OH % )
Cc C
0 e s
+ -
Si(OC,Hy), + H,0 5 xsi0,- yH,0 STOH g 2
i 3

KOHLIEHTPaLMA CUNAHONOB: 7-8 MKMOMb/M?
TUNUYHBLIN | pasmep yacTuu: 3, 5+1, 7, 10
cunukareno AvameTtp nop: 10£2 Hm
ana BaXX yAenbHas noBepxHocTb: 300 m2/r
yAenbHbIn 06bem nop: 0.8 mn/r

Nucleosil 100-5, LiChrosorb Si 60, LiChrospher Si 100, Zorbax BP-Sil n T.4.

B2

2006

AJJCOPBEHTDI 1J15 BOXKX

Cunres Oﬁ'beMHO-HOpI/ICTOFO CHJINKare/is

TexnoJsorus Zorbax®

Mopebl 8 HM

3onek SiO,
+
MouesuHa “5r
+ =
cH,0 "
(pH 2)

Stable Bond SB, 300SB
Eclipse XBD

Bonus-RP

Extend-C18, 300Extend-C18
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AJJCOPBEHTHDI J1d B2KX

CuHTe3 00beMHO-IIOPUCTOr0 CHJINKATEJIS:
mexnonocua ACQUITY UPLC (Waters)

QD si
Dc

BEH:
Bridged
Ethyl-siloxane
Hybrid
OFt OFEt OE
{Let 4 d e o
e ’0‘5,’_ - 4 507 0r + B0 4~
0 Hz | ! CEt OFt Ha |
O—SI % A o
ElO’ ~o S-...U_-S

OF  Of
Buc(TpuaTokcu-

MonuaTtokcucunax cvnun)aTaH

TeTtpaaTtokcucunaH

AJICOPBEHTADI JIJIS1 BO2KX
Cunres NPUBUTBIX MOHOMEPHBIX (l)as

I | I

(o) o CH; (0] CH;
—0-Si-OH 0-Si-0-Si-R 0-Si-0-Si-R

0 CH3 0 CH3 ?Hg O CH3
£ O- S| OH + CI— SI—R el O- S| OH + CI—Si—CH; Ther O- S| O-Si<I(CH,)3

o CH; 0 CHs CH; 0 CHs
—0-Si—OH 0-Si-0-Si-R 0-Si-0-Si-R

o

(|) CHs

lMpucoeanHeHne OyHKLNOHANLHOM
rpynnsl R

(|) CHs

MHakTuBauma octaBLUNXCA

cunaHonos ("endcapping”)
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B3 006
CuHTEe3 NIPUBUTHIX NOJIMMEPHBIX (a3
c§!
| | | j S
0 o ¢l O on o o
—O-Si—OH —0-Si-0-Si-R |—0-Si-0-Si-R —0-Si-0-Si—-R
0 O Cluol © O R
—0-Si—OH+ SiCl;R = =0-Si—OH ﬁ —0O-Si—OH +SiCI3RTC>I ~0-Si-OH _Si{
0 ' o ¢l O oH o r d
—0O-Si—oH —0-Si—0-Si-R |=0-Si—0-Si-R —O-Si—0-Si-R
(o] (0} Cl (o] OH (o] (o]
| | | | ,$i*R
Cl g
|
O CHy
—O-Si*0*$i*C18H37
gnz Bidentate C18
v2 -
CH, (Zorbax Extend-C18)
—O'$i*0*$i*C13H37
(I) CH;
B3XXX§#2006
IIpuBuTHIC (pa3bl HA OCHOBE CHJIUKATEJIS
Me
1
Sli -R
Me
OBPALLEHHBIE ®A3bI
Pa3a R HasHavyeHue
Cc18 YHuBepcanbHasa asa ¢ BbICOKOW €MKOCTbIO.
RP18 CH»(CH.)+«CH Pasgenexne rmapodunbHbix BeLecTB MeTo-
Octadecyl | ~ 2(CH2)16CHs [IOM MOH-NapHoIt XpomaTorpachum.
oDS
C8 YHuBepcanbHasa ¢asa co cpeHeln eMKOCTbIO.
RP8 —CH2(CH2)6CH3 PasgeneHuve nunodunbHbIX BELLECTB.
Octyl
C4 PaspeneHne ©6enkoB W nNentugoB MeTOAOM
Butyl —CH3(CH_).CH3; obpalleHHO-ha3oBon 1 rmapodobHoN xpoma-
Torpacuu.
C1 —(CH3); ®a3a ¢ 04eHb HU3KOW EMKOCTbIO.
Phenyl —CgHs da3sa co cpefHewn eMKOCTbIO.
g;:wl —CH,CH,CH,~CN dasa Cc HU3KOM EMKOCTbIO.
Nitro dasa Cc HM3KOM EMKOCTbIO; CEeneKkTMBHA K apo-
NO, —CH;CH;CH2-NO: | \arpueckum coeMHEHUAM.
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HEIIOABU/XBIE ®A3bI U1 BOXKX

OoOpameHnblie (pa3bl HA OCHOBE CHJIMKATEJIs

Nucleosil 100-5 C18; Nucleosil 100-5 C18 PAH; Nucleosil 100-5 C18 AB

LiChrosorb RP18
Zorbax ODS

KonuyecTBo kOBaneHTHO CBA3aHHOIO yrriepoaa:
2-3.5 MKMOnb/M?2
6-10% ona gas3 C8
12-17% onsa a3 C18
18-25% Anst nonumepHbIX has

MpenenbHaga emkocTb a3 C18 ansa Bewects ¢ M=100-500
coctasnseT 200 mr BewecTtBa Ha 1 r agcopbeHTa

Bce da3bl ctTabunbHbI B pactBopax ¢ pH 2:8 (3+6)

BIX 006

HEIIOABUKHBIE ®A3bI JISA BOKX

IIpuBuTtsbie Ga3pl HA OCHOBE CHJIMKATEJIS

‘¥
Sli =R
Me

AOPYITME NPUBUTBLIE ®A3bl

dPa3za R Ha3Ha4yeHue

Amino PasgeneHune BewecTB METOAO0M HOpMarbHO-

NH; —CH,CH,CH.-NH, dasoBoii U  aHMOHOOBMEHHON  XpomaTo-
rpacun. PasgeneHue caxapos.

gﬁl —CHOHCH,-OH OKCKIMHO3NOHHas xpoMaTorpadgums 6enkos.

SA —CH,CH,CH,—CgH4SO;5" | CunbHbIn KATUIOHOOBMEHHMUK.

SB —CH,CH,CH,-N*(CH3); | CunbHbIn aHNOHOOBMEHHWK.
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PA3A "C18" 11O MUKPOCKOIIOM

e-Bopa
«-MeTaHon C 0 1 1 1
®-BeHszon

®® - Hacbtanun

e - QOKTageuun Muorno6uH

B2 2006

HEINOJIBUKDBIE ®A3bI 1JIA1 BOXKX

OoOpamenHbie Gpa3bl HA OCHOBE CHJIMKATEJISA

Kounanc oopamennoi gpaspl

Mauioe coaepxkanue Bbicokoe cogep:kanue
BOJbI BO/IbI
- % o &
- - @
=< <
M—\\‘ -

N -Boga e - MeranoJa
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CPABHEHUE OBPAHIEHHBIX ®A3

xpoMartorpapuyeckuii cnocod

CocTtaB TeCTOBOM CMeCH:

* ypauun - mapkep cBobogHOro o6 bema KOMOHKH;

* nupnanH (P) - OCHOBHOW aHasnwT;

* N,N-gumeTtunanunuH (N) - OCHOBHOM aHanwuT;

* doeHon (L) - KUCIbI aHanuT;

* 4-6yTnndeHsonHas kmcnota (B) - KUCMbIA aHanuT;
» Tonyon (T) - HenTpanbHbLIN aHanNWUT.

AnroeHT: CH;CN - KH,PO, (pH 3.2) = (65:35).

BennunHa k' Bbluucnanacb Ong BCeX MUKOB Kak
k=(tg - to)lto,

roe tm - Bpems yaepXusaHus BellecTsa,

t, - Bpema yaepxusaHua ypauuna ("mMeprtsoe" Bpems)

B2 2006

CPABHEHUE OBPAHIEHHBIX ®A3

xpoMartorpadpuyeckuii cnocod

P - nnpuauH, N - N,N-gnmetunanunuH, L - doeHon,
B - 4-6yTn6eH3onHas kucnoTa, T - Tonyon

dakTop yaepxuBaHua k'
3

0 1 4 5
Adsorbosphere UHS C18 P L NB T=6.9
AlltimaC18 P L N | B T
KromasilC18 P L N B T
LunaC18 | P L N B T
Spherisorb ODS-2 PL | NB T
Ultrasphere ODS | P L N B T
YMC ODS-A P L N B T
Microsorb-MVC18 P LN T B=18.7
NucleosiIC18AB P L N| B T
Vydac 201TP,C18 PL N BT
Vydac 218TP,C18 [PL NBT
Partisphere C18 | PL NET
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Jlekuud 5

Annaparypa aiasa BI7KX

I'U.bapam
Kypc nexkuuit "B2/,KX onsa BCEX'"

HoBocubdupck, 2007
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"KUJKOCTHBIM XPOMATOI'PA®

AHanuTHYeCcKHi Xxpomarorpadg

MpenKonoHOYHbI
peakTop

OnoeHTbI
A B,C,D m ﬁ
i i

[Oerasatop

dopkonoHka ABTOAO3aTOP

|
) I
i !
II Sl = TepmocTaTt
Konnekrop | KonoHka
bpakummn 1 2
UK NUKOB = KomnbloTep
I PeareHt Y
peakTtop I
Cnue Cbeperatenb HetekTop MpuHTep
antoeHTa "E"
B2)XXXI2006

)KI/II[KOCTHI)IFI XPOMATOI'PAD
Rainin, CLLA

Knauer, 'epmaHusa
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"KUJKOCTHBIA XPOMATOI'PA®

"AKTA",
Pharmacia,
LLBeuuns

"KUJKOCTHBIA XPOMATOI'PA®

Perkin-Elmer,
CLWIA
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"KUJKOCTHBIA XPOMATOI'PA®

gg'efﬂ Shimadzu,
2 lll AnoHus

"KUJKOCTHBIA XPOMATOI'PA®

Agilient 1100, CLLA
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"KUJKOCTHBIA XPOMATOI'PA®

Waters Corp., CLLUA

Breeze

Alliance

L

BT |

BIX

006

)KI/II[KOCTHl)Iﬁ XPOMATOI'PAD®
Waters, Corp., 2004

Mo cpasHexHuio ¢ TpaguumoHHoi BIAX cuctemol ACQ_U|Ime

- CKOpOCTL, yBenu4eHHan B 9 pas;
- YYBCTBMTENBHOCT, YBENWYeHHanA B 3 pa3a;
- pa3peluenue, yeenwyenHoe 8 1,7 paza.

OCHOBHbIE BNOKW CUCTEMbI:

HetexTop
Moaynb HarpeBa KONOHOK

ABTOUHXEKTOP
Moaynb nogrotoeku obpasuos
BUHapHbIW rpagMeHTHBIW Hacoc

MakcmnmanbHoe ganexHue - 1000 atm
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)KHI[KOCTHBIFI XPOMATOI'PAD®
Jasco, Inc., 2005
X-LC System

MakcumanbHoe gaeneHue - 1000 atm

B2

2006

JAEI'ASUPOBAHUE 2JIIOEHTOB

PacTBOpuMOCTH ra3oB B BOJe

__ YITMEKUCNBIA FTA3
80 (mn1/100 mn 800b1)

=

5 .

=

o

E -

2 60 ]

o

© —

N~
S 40-

o 40

£

= .

=

g 20

© KncnorPop

4 renun
0

' . ' . . ' . .
0 20 40 60 80 100
Temnepartypa, °C
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JAEI'ASUPOBAHMUE JIIOEHTOB

I'eqmeBbIi 1erazarop BakyymHblii gerazarop
[enwnin us 6annoHa K Hacocy K Hacocy
—_—— —)

MpenoxpaHuTenbHbIN
knanaH (0.5-1 atm)

— Kanunnsp ¢
rasonpoHuLaembimMm
CTeHKaMu

Pacnbinutens

AOPYTUE CMOCOBbI OETASPOBAHUA:
- KUNSYeHne
- BaKyyMmMpoBaHue
- 0bpaboTka ynbTpa3Bykom
- pasoBas NpoyBKa renmem
- cogepxaHue B Tensnon 6aHe

B2

2006

JAEI'ASUPOBAHUE 2JIIOEHTOB

ﬂeTEKTHpOBaHI/Ie IIPA MOBBLIINICHHOM J1aBJICHUH

. HAuenka

netekTopa 3anopHbIn
KnanaH

MembpaHa

P~1:2 amm
—

Fa

/ P=0 amm
+

60




B3 2006
NMH)XEKTUPOBAHUE OBPA3IIA
B KOJIOHKY
NuxexkTupoBanne 0e3 0CTAHOBKHU MOTOKA
[osnpoBaHue pacTteopa MHxekTupoBaHme pactesopa [osunpoBaHue pacTteopa
obpasua B neTno ob6pasLa B KOMOHKY HoBoOro obpasua
lMpombiBKa kpaHa Ea
Metna
PacTBop
obpas3ua
KPAH
B konoHky " Ws nacoca B konoHky " W3 Hacoca B konoHky . M3 Hacoca
BIXXX§®2006

NHXEKTUPOBAHUE OBPA3ILIA
B KOJIOHKY

NuxekTHpPOBaHKE C OCTAHOBKOH MOTOKA

[osnposaHne pacTeopa MHxekTupoBaHue pactesopa
o6pasLa B MHXEKLMOHHYIO Urny o6pasLa B KOJNOHKY 1
AntoeHT Hayano anMpoBaHus

I

[T AL

PacTtBop
obGpasua

HACOC-LUNPUL KONOHKA
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HACOCBDI 4JI5A BOXKX

ILnyHKepHBIA HACOC

HABOP B KAMEPY BbIOABITMBAHWE N3 KAMEPbI

OntoeHT

YnnoTHeHue BbixogHowm

Kynavok-

3KCLIGHTPUK 3
MnyHxep BxogHon
knanaH

OnoeHT

HACOCBI JJ15 BOXKX

HukaorpaMmMa mJIyH:KepHOT0 HAcoca

Hacoc ¢ ogHum Hacoc ¢ aByms
NSYHXepOoMm NnyHXepamm

(v

—_

F, cpen

o
A W

o

F cpen

©

o
1
|

o
o
I

OTHOCUTEJIbHAA CKOPOCTb
NEPEMELLEHWA NMITYHXXEPA

o

0 1 2 3 4 0 1 2 3 4
4YMCNO OBOPOTOB SKCLIEHTPUKA
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I'PAAUEHTHOE 9J1IOUPOBAHUE

[B]

O6bem (Bpewms)

"pagneHTbl KOHUEeHTpauum "CUnbHoro
KOMMoHeHTa "B" B BYXKOMMNOHEHTHOM
noaswxHon dase ("A" + "B")

| - BbINYKMbIA FpagueHT

Il - BOrHYTbIV rpagmeHT

lll - nuHenHbIN rpaaneHT cg=a + bV
IV - cTyneHyaTbIv rpagueHT

V - KYyCOYHO-NTMHENHbIN rpagueHT

[B]

O61em (Bpems)

| I'PAAUEHTHOE 3J1IOUPOBAHUE

AncopOunoHHas xpomarorpadus
[ns n3okpaTmn4eckoro antoMpoBaHng

k =k,-c™" rpenwvk, — KoHCTaHTBbI

a
N

[c]
k
log k'

<}

0 Vet VooV [l log [c]

Nna nuHenHoro rpaaneHTa c=a+bV

1 ' n+ !
V, zb[(n+1)-b-k0-V0+a -
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| I'PAAUEHTHOE 9JIIOUPOBAHUE

PacnipenennrenbHas xpomarorpagpus

[ns n30KpaTU4ECKOro antnpoBaHms

k'= k(', 107" roenwn k(', — KOHCTaHTbI

1 2 -1 2

__________ "

0 Vri Vre V [c] [c]

1

[c]
K
log k

[na nnHenHoro rpagneHta c=a+bVv

VR z1°log(2-:),‘l’l-b-l/0 .k; +el3~n'a)_tbl

n-b

BIXXX§e2006

I'PAAMUEHTHOE 3JTIOUPOBAHUE

Cnoco0b1 (popMHUpOBaHHS I'PAIUCHTA

Allcs

CMeminBanme npu
BBICOKOM JaBJICHUM
Cwmecutennb

B konoHky

1
Hacoc

CMmemuBaHue nNpu
HHU3KOM /IaBJIeHUH
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XPOMATOI'PA®BI "MUJIUXPOM"

I'paguenTHOE 31I0MPOBaHUE
"Muiauxpom A-02"

—
PactBop A: PactBop b:
Boaa MeTaHon+YpuanH
ﬂ Me'raHon+Yplv_|.qV|H 100%B
1
:
]
1
1
1
1
1
.

0%b

UL DPUNRPSUNRUN
0 800 1600 2400 0 400 800 1200 mkn

BIXXX§e2006

XPOMATOI'PA® "MHUJIUXPOM A-02"

BHexkoJ10HOYHOE YIIUPEHHUE ITUKOB

KonoHka: 2x75 mm, Nucleosil 100-5 C18, 150 mkn/mMuH

[ Ankun6eH3oaTbl ]

::: MeTun-

-~ 5000 — 4 5 a oTun-

N

D i 1 Mponun-

R

~ 4000 —

5 1

L(V-) - BbixogHon

Lf). 3000 | Kanunnnsap:

% a- 0.15x50 mm
7] b- 0.30x50 MM L

2000 '.I'I'I'I — 1 1 1
0 2 4 6 8 0 2 4 6 8
k' Bpemsi, MyH
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PASMbBIBAHUE
KOHLOEHTPAIIMUOHHBLIX 30H

CoenuHeHue KaMU/LJISPOB

HenpaBunbLHoe npaBunbHoOe
A
' N
A B C D
Al |
414
v v

BIX
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TEPMOCTATUPOBAHUE KOJIOHKH

58 mkn
0.39 MuH

0

300 600 900 1200 1500 1800 2100 2400 wmkn
Xpomatorpad: "Muauxpom A-02"
Kononka: 2x75 mMm, Nucleosil 100-5 C18
OmoeHT: Boga:Metanou (25:75)
Ckopocth notoka: 150 Mxj/MuH
OO6paselr: 5 MKJI pacTBopa H30MPONUWJIOeH30.1a, HadTaauHa,
Ondenuia, anTpanena, NupeHa U Xpu3eHa B MeTaHoJIe
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JETEKTOPDBI B B2XKX

dDorTomerp
A B
ontart
Avenka \
] a 7] a .
O Z Z O Z——s1”
L] rﬁ L4 | /]
Namna \ doTonpreMHIK \
Ontar

B3IX
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MHOI'OBOJIHOBASA JETEKLIUA

JByXJ1y4eBoOH ClIeKTPO(POTOMETPHUUYECCKHH 1eTEKTOP

5

—_—

6

-—

7a 7b

1- namna

2- 3epkana

3- noBopaumBalLascs oudpakLnMoHHas peLueTka
4- nonynpo3payHoe; Nockoe 3epkarno

5- nnockoe 3epkano

6- npoToYHast usMepuTensHas svenka

7- (boTONPUEMHUKM
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MHOI'OBOJIHOBASA JETEKLIUA

Cunexkrpodoromerp ¢ JUOIHOM JUHEHKOH (MaTpHUILIEi)

1- namna

2- nvH3a

3- 3acnoHka, nepekpbiBaroLLasi CBETOBOM
NOTOK ANnA 3aMepeHna TeMHOBOIo TOKa

4- npoToYHas u3MepuTenbHas a4enka

5- andpakuMoHHas peLueTka

6- nuHenka (maTpuua) potogmoaos

B2

2006

MHOI'OBOJIHOBASA JETEKLIUSA

Cnexrpodoromerpuuecknii Y @-gerexkrop
xpomartorpaga "Muauxpom A-02"

D,-namna
OudpakumoHHan pewieTka
C MeXaHM3MOM NoBopoTa

—
L]
N3meputenbHas

fAYenkKa
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JETEKTOPDBI B B92KX
DyopuMeTp

JAETEKTOPBI B B97KX

Pedpaxromerp
Hoasipumerp
Paguomerp
Konaykromerp
pH-meTp
Hoasiporpad
JAuzakomerp
HUK-cnexkrpomerp
AMP-cniekTpoMeTp

U ap.
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KOCBEHHOE JETEKTUPOBAHHUE

HPEAKOJIOHOYHASA JEPUBATU3ALL

nAa

NO, NO,
dorTomerpus

R

O2N F + H2N—CIIH—COOH —» O3N NH—CIIH—COOH
R R
@NZCZS + H2N—(I3H—COOH — @N—C—NH—?H—COOH

R

N
(o)

dayopumerpus
N(CHs) yop P N(CH3)

(T wagrecoon = “

Cl

O,N F O,N NH-CH-COOH
— + HoN-CH-COOH ——>» — R
N R N, N
(o)

O=§=O o= S NH- CH COOH

BIX

KOCBEHHOE JETEKTUPOBAHUE

IHOCTKOJIOHOYHASA JEPUBATU3ALIUA

doToMeTpus
(0] (0] (0]
OH , H2N-CH-COOH N
OH R E
dDayopumerpus
COH
©i H,N-CH—COOH N-CH-COOH
COH + . — R
+ R
SCH,CH,OH

HSCH,CH,OH
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KOCBEHHOE AETEKTUPOBAHUE

doToMeTpUpPOBaHNE

BIXi 006

KOCBEHHOE JETEKTUPOBAHMUE

DoToMeTpUPOBAHUE
{ cr
Io.oz Az40
NO;”
HCO3"
Br’ NOs’
S0.”>
HPO, /L
| —r’
) 1 1 1 )
0 5 10 15 20 25

Bpems, MuH

XPOMATOI'PA®: "Munuxpom A-02"

KOJIOHKA: 2x75 MM ¢ Nucleosil 100-5 C18 (moaunpuuuposana 6pomuaiom
TPUMETHJIOKTAIelIMIAMM OHMS)

OJIFOEHT: H,O - CH,CN - 16 MM ¢ranat narpusi, pH 8.9 (80:10:10)

CKOPOCTb ITIOTOKA: 0.1 ma/mMun

TEMIIEPATYPA: 35°C

OBPA3EIL: 10 Mk HaTpueBbIX couield (o 10 Mr/Mi Kaxk10i B BOJIE)

G.I.Baram, A.L.Vereshchagin, L.P.Golobokova. Zhurnal Analiticheskoy Khimii, 54, No.9 (1999) 962-965
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BI7KX ¥ CKpUHUHIOBbIEC 32/I1a4H.

ba3bl nanubix "BIKX-YOD"

I' ' H.bapam
Kypc nexuyuii "B3/KX ona BCEX"

HoBocubdupck, 2007
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OOTOMETPUSA
l
Ilamna — doTOoNPUEMHUK 3aKoH
E‘ [D NambepTa-byprepa-bepa
IO — 1 — . —&, -C-l
fAyelika ¢ pacTBOpoOM BeLlecTBa I 10 10

¢ koHueHTpauuein C

I'Iponv0KaHme cBeTa |_|OFJ'|OLLI.eHI/Ie cBeTa
(100 = 0%) (0 = o)

T=I

100% A, =-logT=¢,-C-1

0

MornolleHne pacTBopa BeLecTBa Npu AfMHE BOMHbI A
NPSIMO NPOMOPLIMOHANbHO KOHLIEHTpaLIMK BelllecTBa

BIXXX§2006
JIuHeliHOCTDh
A;, ’,
7’
s
Lz
-
A>1-1.5 -
C>10-100 mr/a
0 C
3acroHka
= 3acnoHka
O—3 0 of | =C
=
VamepeHite TemHoBOrO ToKa M3mepeHue paccesiHoro ceeTta
~ =
o — =
I‘;ﬁ — =
M3mepeHwne cdnyopecueHumnm

VlamepeHme nornoLweHna anteHTa
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Aomn 1.0 — ===au:CH;CN
0.8 ] — =CH;CN:H,0 (1:1)
= _Hzo
0.6 —
0.4
0.2 -
. N
pLT, .
@ LB I TTT I TTrTT l LI l TTrTT I TT

YO-CIIEKTPOCKOIIUA

Biausinue pacrBopureis

220 240 260 280 300 320 Hwm

CnekTpbl pacTBOPOB HUTPOGEH301a, HOPMUPOBAHHbIE

OTHOCUTENBHO CMEKTPa BOAHOIO pacTeopa

BIXi

2006

YO-CIIEKTPOCKOIIUA

Biausinue pacrBopures

M3obecTnyeckue
TOYKM
O I LI I LB I LB I LB I LI I L)

220 240 260 280 300 320 Hm

CnekTpbl pacTBOpoB 4-HUTPOOEH30MHOM KNCTOThI
(pK, 4-HutpoOen30iiHOil Kuca0THl 3.4)
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YO-CIIEKTPOCKOIIUA

Biusinue pacrBopuress

A =
] R-COO
14
12 1
] 12
1.0 4
TR-COOH
llllll'l'l'llllll'lll'llll'll

2 3 4 5 6 7 8
pH pactBopa

BenuuuHa pH n nornoleHne pacteopa KUCAOTbI
PK,=5; Cy=0.0001 M; &p05-=10000; £400=15000; /=1 cm

B3IX

MATEPUAJILHBINA BAJIAHC
B XPOMATOI'PA®UU

x

s OBPA3EL Xpomarorpadus

3

=

I

o

=

I

o

<
h
2

Vs

Oobem
KonnyecTtBo BellecTBa B 06pa3ue PaBHO KOJ1IN4eCTBY BeLleCTBa B COOTBETCTBYOLLEM

emy xpomaTorpacuyeckom rnmke
0.=C,-V,=[C-av

rae O, - KOJIUYECTBO BEIIECTBA B BBEAEHHOM B KOJIOHKY 00pasiie
C, - KOHIIEHTpAIHs BEIIECTBa B 00pasIle;
V, - 00bem oOpasua
C - Texymas KOHLEHTPaLMs BEIIECTBA B 3JI0aTe
V' - Texynmii o0beM aimoara
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MATEPUAJIBHBIU BAJAHC
B XPOMATOI'PA®UHA

2006
OBPA3EL Xpomatorpadous . MUK
rwl
S
=
@
o
S
(9] —
z|C i
o
z
7#»—4— h
h
2
4 v \4
LY v,
Obbem

C

24,,,V,(1+%) /27

Ons doToMeTpmyecKkoro geTekropa:

A=¢-C-l

A -V.=h-c\|2z~1.06-h-w

h_g-cs.l-VsW
V(1+K )2z

A, - orTomIeHne pacTBOpa obpasia

h - BBICOTa TIMKA B €AMHUIIAX ONTHYECKOTO MOTTIONMICHNS
G - CTaHAAPTHOE OTKJIOHEHHE IayCccoBa ITHKA

W - IMPUHA [THKA Ha OJIOBIHE €T0 BBICOTEI

€ - KOO PUIMEHT IKCTUHKIMHA BEILIeCTBA

[ - IUTMHA ONITHYECKOTO MyTH U3MEPUTENBHOMN TUeHKH

N - 3¢bdeKTHBHOCTb XpoMaTorpahHuecKol KOJIOHKU
V- cBOOOAHBIN (MEPTBBI) 00BEM KOJIOHKH

MUuH
- k' - pakro epKuBa €l1eCTBa
& 1V, N esronsacpamanss sects
BIXKX§2006
& _§ CIIEKTPO®OTOMETPUS A | Xpomarorpamma XPOMATOI'PA®UA
_é (urcuposanHast 2 CHEKTphI B Toukax 1,2 u 3
E KOHIEHTpalus
_; ﬂ’.‘“lk'('
_é A’.MﬂKL' 2
Enare
_; ﬂ’.‘lllll 1 1
3 lw/ 3
Emun ; 3 3
Illlllllllllllllllll Illllllllllll ||||“|l||||||| IIIIllllllllllllllllllllll :|‘|||||||IlllllllllllllllllllllllIlllllllllllllll
210 230 250 270 290 um Oo6bem (Bpems) E XPOMATOI'PADUS
= HOPMHUPOBAHHbIE CIIEKTPBI
,32.0—5 B TOYKax 1,2 u 3
1.5
R = = =% =const = 3 .
(- 1.0 3
A ¢&,-C-l g S 103
0.53
E Awmaxc
0

LA) LR LR LERRNLRRRY LALRNRELEY LARN LARRY ERRLY LN}

210 230 250 270 290 mm
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CPABHEHME CIIEKTPOB
MOTJIOLEHUS

podon b b lo oo b b b b b

HopmupoBaHHbIe CIEKTPBI

AZI(I/A274

A230/A274

Az50/A274
Az90/A274

210

lllIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIII

230 250 270 290 Hm

polinlee by bee bbb bbb

CHeKTpaJIl)HbIe OTHOIICHUSA

— A290/A274

210

IllllllIIIII||||||Illllllllllllll||||||||||||||

230 250 270 290 H™M

BIXKX§2006

METO/] BO’KX B COBPEMEHHOM OBLIECTBE

KoanuecTBO
Ba:xkueiimme o6sactu npumeHenusi BIXKX KOHTPOJHPYEMbIX
BelIeCTB
KoHTpoJb kayecTBa JIeKAPCTB 2000
Toxkcuko0rusa 1000
DKo10rust 500
Xumuyeckasi 6€301aCHOCTH POIOBOJIbLCTBHS 500
O00poT HAPKOTHKOB 300
dapmakoJiorus 100
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METO/ BO’)KX B COBPEMEHHOM OBLIECTBE

AHaJUTHYECKAad 32/1a4a;
onpeaeJuTh KOHUEHTPAMIO BeuecTsa /V
M3 32JJaHHOI0 CIIUCKA BelleCTB

CKPWUHUHr

B2 2006

HEJOCTATKH B2XKX

OtcyrcTBHEe "YHHBEPCAJbHBIX'" METOJAUK aHAJIM3A
Kaocoomy eewgecmay - ceos "ynuxanvnasn” memoouxa

Kanu0OpoBka xpomarorpaga nepea aHaJaIu3oM
Xpomamoepag - "wepnviit” awux

MHoOrokpaTHoe nNoOBTOpPeHUE aHAJIN3a
losepue monbko K ycpeOHeHHbIM pe3yibmamam
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HEJOCTATKHA B2XKX:
(papmMakonelHbIi aHAIN3

AMPICILLIN SODIUM
European Pharmacopoeia 1998:0578

OnpenejeHye OCHOBHOI0 BeIeCTBA M IPUMECen

- KoJIOHKa J4.6x250 MM ¢ oopamenHoii ¢pa3oii C18 (5 mxm)
- TPailMeHTHOEe U N30KPaTHU4YecKoe dnpoBanne (60 MuH)
- Y®-nerekTHPOBaHUE NPU A=254 HM

BIX

006

HEJOCTATKH BJXKX:
(papMakonelHbI aHAIN3

AMPICILLIN SODIUM
European Pharmacopoeia 1998:0578

1. IlpurorosjieHHe pacTBOPOB:
et 4: CH,COOH - 0.2 M KH,PO, - ACN - H,0 = (0.5:50:50:899.5);
sawent B: CH;COOH - 0.2 M KH,PO, - ACN - H,0 = (0.5:50:400:549.5);
pactBop 1: 31.0 Mr cyOcTaHuuu B 50 MJI 3JIFOEHTA A
pacrBop 2: 31.0 mr cy0cTanuuu B 10 M1 3s110eHTa A
pacTBop 3: 27.0 Mr 6€3BOHOI0 AMIUIIMJIAHA B 50 MJI 3J110eHTa A
pactBop 4: 2.0 mr nedpaauna B 50 mu 3110enra A4;
pacTBop 5: cmechb 1 mur pactBopa 3 ¢ 20 mJ 3i10eHTa A;
pacTBop 6: cMech 1 Mu1 pacTBopa 5 ¢ 25 mJ 3i10eHTa A;
pactBop 7: cmech S mul pactBopa 4 ¢ S mu pactesopa Ne3;
pacTBop 8: cmech 1 mu pactBopa 3 ¢ 20 mJ 3ua10eHTa A);
pactBop 9: 200 mr cyoctanmmu B 1 Ma Boabl rpets npu 60°C 1 yac

u cMemath ¢o 100 mu 3ar0enra A).
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HEJOCTATKHM BJXKX:
(papmMakonelHbIi aHAIN3

AMPICILLIN SODIUM
European Pharmacopoeia 1998:0578

2. XpomaTtorpadgudeckuii aHaIm3

- KOHAMIMOHUPOBaHHUE KOJOHKH (1 1ac)

- anasu3 pacreopa 8 (1 uac)

- KOHTPOJIbHasA XpomaTorpadus 6e3 oopasua (1 uac)

- aHasu3 pactBopa 5 (1 uac)

- KOPPEKTHPOBKA NPOrpaMMbI 3JII0MPOBaHus, eciu R <3 (1 1ac)
- aHaJM3 pacTBopa 6 (1 uac)

- 6 anasim3oB pacrBopa 1 (6 yacos)

- 110 O/THOMY AHAJIHM3Y pacTBOPOB 2,3 U 9 (3 uaca)

- o0paboTka pe3yabraToB (1 uac)

HUTOI'O: 6oJ1ee 18 yacos

B3IX

2006

COYETAHUE BIXKX
C MACC-CHEKTPOMETPUEN

K.Zahlsen, T.Aamo, J.Zweigenbaum - University Hospital of Trondheim, Norway

August, 2004

Cyne0HO-MeAMIMHCKAS IKCIIEPTH3a, HAPKOJOTHYeCKHIl KOHTPOJIb,

JIEKAPCTBEHHbINi MOHMTOPHHT

Ko1u4ecTBo caeJaHHBIX AaHAJIN30B

1 000 000+

800 000+

600 000+

400 000+

200 000+ I
0 #—T—T—' l

1996 1997 1998 1999 2000 2001 2002 2003 2004
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COYETAHUE BIYXKX
C MACC-CIHIEKTPOMETPHUEN

2003 r. B JIaGopaTopnu ObLJ10 IPOAHAJM3MPOBAHO:
- 800 000 oOpa3unoB MO
- 30 000 o0pa3uoB CLIBOPOTKH KPOBH
OobopynoBanue:
- 12 LC/MS ¢ ESI (5 amderamunoB u 4 onuara)
- 12 LC/MS (APCI (6 0eH30111a3€ITUHOB)
- 6 GC/MS (apOutpaix)

Agilent 1100 LC-MS

g -

B2 2006

WJIEHTU®UKALMSA BEILECTB
BE3 CTAHJIAPTOB

Baker J.K., Skelton R.E., Ma C-Y. Identification of Drugs by HPLC with Dual Wavelength
Ultraviolet Detection. J.Chromatogr., 1979, v.168, 417.

Jinno K., Hayashida M., Watanabe T. Computer-Assisted Liquid Chromatography for
Automated Qualitative and Quantitative Analysis of Toxic Drugs. J.Chromatogr.Sciences, 1990,
v. 28, 367.

Bogusz M., Wu M. Standartized HPLC/DAD System, Based on Retention Indices and Library,
Applicable for Systematic Toxicological Screening. J.Analyt. Toxicology, 1991, v.15, 188.
3eHkeBuy W.I'. ®opmupoBaHue 6asbl AaHHbIX NO MHAEKCAM YAEepXUBaHUS NeKapCTBEHHbIX
BelecTB B obpalleHHo-dasoBon BOXKX. XK.npuknadHol xumuu, 1994, m.67, Ne11, 1877.

Koves E.M. Use of HPLC-DAD in Forensic Toxicology. J.Chromatogr. A, 1995, v.692, 103.
Maier R.D., Bogusz M. Identification Power of Standardized HPLC-DAD System for Systematic
Toxicological Analysis. J.Analyt. Toxicology, 1995, v.19, 79.

Gaillard Y., Pepin G. Use of HPLC with Photodiodearray UV Detection for the Creation of a 600
Compound Library. Application to Forensic Toxicology. J.Chromatogr. A, 1997, v.763, 149-163.
Elliot S.P., Hale K.A. Applications of an HPLC-DAD Drug-Screening System Based on
Retention Indeces and UV Spectra. J.Analyt. Toxicology, 1998, v.22, 279.

Lambert W.E., Van Bocxlaer J.F., De Leenheer A.P. Potential of HPLC-DAD in Forensic
Toxicology. J.Chromatogr. B, 1997, v.689, 45.

Herzler M., Herre S., Pragst F. Selectivity of Substance Identification by HPLC—DAD in
Toxicological Analysis using a UV Spectra Library of 2682 Compounds. J.Analyt. Toxicology,
2003, v.27, 233-242.
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MHOI'OKAHAJIBHOE JETEKTUPOBAHHUE
B XPOMATOI'PA®HUHA

HeoOxoanmoe yejioBue:
CHUI'HAJI KaHAJIA JeTeKTOPa NMPONOPIUOHAIEH
KOHUEeHTpauuu Beuecrsa (4,=ay C)

Ansa romoreHHoOro nuka

Ay _ay _»

= R = const

N
4, a, S,

CursaJ gerekropa
Konnentpanus

O6beMm (BpeMs)

B2 2006

MHOI'OKAHAJIBHOE AETEKTUPOBAHUE
B XPOMATOI'PA®UHA

ITapamerpsbl HAeHTUPUKALMHA XPOMATOrPaPUUECKOro NMUKA:
T,(Vx9) uR, R, ... Ry,

=R

KosanuecTBO BeulecTs, paspemiaeMbIxX
KOJIOHKOI, PABHO ee NUKOBO
eMKocTH (Z)

CKo0JIbKO BelllecTB MOKHO pa3pelinTh
Npu N-KaHAJIbHOM JeTeKTHPOBAHUU?

Curnan JETEKTOpa

Tr (VR) O06bem (Bpems)
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MHOI'OKAHAJIBHOE JETEKTUPOBAHUE

doToMeTpHYecKasi JeTeKuus npu 8 A

Ax/Arr4

R=

S
)
N

=
n
=

oo oo b b

<>

LILILIL IIIIIIIIIlIIIIIIIIIlIIIIIIIIIIIIIIIIII
210 230 250 270 290

JIIMHA BOJIHBI, HM

BIXKX§2006

MHOI'OKAHAJIBHOE AETEKTUPOBAHUE

OrpanunveHue: uHTEpBaJ 3HaYeHHH R=(0£1)

IHorpemnocts R: 0.1 0.05 0.02

N AN/A, KosimuecTBo paspemennbix Bemects (D)
2 1 10! 2-101 5-10!

3 2 102 4102 2.5:103
4 3 103 8-103 1.3-10°
5 4 10% 1.6:10° 6.3-106
6 5 10° 3.2-104 3.1-108
7 6 106 6.4-107 1.6-1010
8 7 107 1.3-10° 7.8-1011
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MHOI'OKAHAJIBHOE JETEKTUPOBAHHUE
B XPOMATOI'PA®HUH

EMkocTh 0a3b1 1aHHBIX (()- MaKCHMAJIbHOE KOJIMYeCTBO
BellleCTB, MMEW X OTJIHYAKIIUECS HA00PbI
UAeHTU(PUKAIMOHHBIX IAPAMETPOB

0=Z-D

Ecau Z=100 u D=10°, To 0=1011

BIXXX§e2006

MHOI'OKAHAJIBHOE AETEKTHUPOBAHUE

doToMeTpHYeCKasi AeTeKI s npu 8 A

Xpomartorpad "Muauxpom A-02"
3A0 "JxoHosa" (HoBocubupck)
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CPABHEHHUE JIETEKTOPOB
CnexkTp 0en3o(a)mupeHa
14 - 1996 r.
. 1998 r.
1.2 - 2000 r
00
000
:{ 0.6 -]
0.4 _
02 |
0 frrerrere T T T T T T T T
200 220 240 260 280 300 320 340 360
JnuHa BOJIHBI, HM
| 52005
CPABHEHHUE JETEKTOPOB
BI7KX Hna ¢aze C18

(nanublie o 48 xpomarorpagam "Muiauxpom A-02'")

CnexrpanbHble OTHOIIeHUs Oen3o(a)mupena R=S,/S,,

Sa20 S260 Sz74 S84 Sas
0.69+0.02]1.22+0.02 [ 0.80+0.03 | 1.15%0.03 ] 0.33+0.01
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BAIMJALIUA XPOMATOI'PA®A

Kouonka: @2x75 mm; ProntoSIL-120-5-C18
Quoent A: 0.2 M LiCl04-0.005 M HC104
DuioeHT b: AnetoHnTpHI

T -
i qS,) P
g =3 T T JPlad
- gl &
g 15 q ¢ > s s et
. g z z
g ol S 8
= -
o 1 g £
o = = -7
£ g > T I -7
= 8_ > T T e
g 10 L0 s [S] ,,”
g
= | —— -
s
o Pid
g 5- o - A250
'OE l A240
'l = l A A220
0—= A210
T T T T - T T T - T
0 8 16 24 32 40

Bpems, MmuH

Ckopocthb noroka: 100 Mmxj/MuH

Temmneparypa: 40°C
A=hgt 210, 220, 230, 240, 250, 260, 280, 300 HM

I'pagmnent: 40 mun ot 5-100% b; 10 mun 100% b| IIpoda: 4 mxa

BIXX2006
BAJIMJAIIUA XPOMATOI'PA®A
H3mepsiemblii KonTpoaupyemslii
Bemecrso poJIIpY
napamerp £ A noKa3zarteJb
Bpomua-non Vir O06beM KOJIOHKH
Ypuaun S,50/S,59  |Hlorpemnocts netexropa npu A=280 HM
Kodenn S,60/S,80  |/IMHEHHOCTE NeTEKTOPA
m-Hurpoanmwmmn| S, /S, . |Horpemnocts 3Hauenus pH sioenta A
Vkr [TorpenrHocTh CKOPOCTH OTOKA
Ss10 [TorpeurHocTs 06BeMa MPOOBI
o-Hutpoanuiun " Y
AIO‘V KauectBo" cmemmuBanus 3moeHToB A u b
’ +A nerekropa B quanazone 210-300 am
S)\/ SZlO
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B3 006
BAJIMJAILIUA XPOMATOI'PA®A
HauMeHnoBanmne ATTECTOBaHHOE I'panunbl OTHOCUTEILHOM
BemmecTBo .
napaMerpa 3HAYeHHe napamerpa | norpemsoctu, %, P=0,95
Bpomua-non VR, MKJI 150 +6
YPI/I)JI/IH R=S230/S250 0,50 +6
KO(I)EI/IH R=S260/SZ30 0,76 +5
m-Hutpoanuaun |R=S,60/5230 0,60 +4
VR, MKJI 1525 +4
R=S220/SZ10 1,69 +3
R=5,30/S210 1,74 +5
R=S240/SZ10 1,07 +7
R=850/S210 0,57 +7
-H >
o-Hutpoanunuu R=S150/So10 0.39 6
R=850/S210 0,59 +4
R=5%00/5210 0,31 +7
A10% 1,04 +7
5210, €.0.11."MKJI 24,8 +4
BIXXXI#2006
BA3A IAHHBIX "BKX-Y®"
(I)OpMI/IpOBaHI/Ie 0a3bI JAHHBIX
10
7 HO@N*C*CH‘g
£ 5 -
g - MapaueTtamon
o 4 —
=
I |
[0)
S5 -
E _
2
2 2 A280
P i
£ 4 A A230
o - A220
0 A210
I T T T T T T T T T T
0 8 16 24 32 40
Bpemsi, MyH
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BA3A JAHHBIX "BXKX-YO"

dopmupoBanne 0a3bl TaHHBIX

Vi S210, CunekTpaJjbnbie oTHOmEHUs (S;/S210)

Haspanue wor | SO | 220 | 230 | 240 | 250 | 260 | 280 | 300
Me3aToH 618 123,53 [0,86 |0,23]0,02]0,04 0,12 | 0,24 | 0,00
JAnokcnaun 620 147,01 1,05 | 1,71 | 2,51 | 2,20 | 3,19 | 0,26 | 0,27
TeobpoMun 643 | 42350 |0,43(10,24]0,14]0,16|0,33|0,44 | 0,01
Cyabdanua-varpuii | 662 19388 [0,64|0,15]|0,21]0,52|1,00( 1,10 (0,27
ITapaneTramos 669 213,50 |0,58 10,92 |1,25|1,24|0,79| 0,23 | 0,05
Teopuanun 713 | 411,80 |0,36 | 0,23 0,14 0,18 | 0,37 | 0,42 | 0,01
Cyabdazun 715 | 293,17 |0,81 0,540,521 0,60 | 0,80 | 0,66 | 0,23
CepoTonuH 731 | 402,84 |0,98 |0,64]0,15]0,10|0,16 [ 0,25 | 0,20
donnenan kucjaora | 762 | 206,87 |0,88 0,63 |0,48 |0,41]0,47 0,88 | 0,84

BIXi

2006

BA3A JAHHBIX "BXKX-YO®"

dapMaKoneMHbIN aHAJIH3

4 5

"4 Az][] 1 "Cena‘]-l_M"

V., Konuentpauus,
IInk HaszBanmue Mlgﬂ MI/MJI
(*10%)
1 MMapaneramon | 669 0.334
2 | Kodeun 846 0.059
3 AHaJBI'HH 986 0.180
4 Koneun 1013 0.014

0 400 800 1200 1600 Mt
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B3 2006
BA3A IAHHBIX "B2XKX-YO®"
dapMaKkoneHHbIA aHAJIU3
"Cenaa-M"
Vg, CrekTpajbHble OTHOIEHHUsI S;/S210
H
AsBanme wia [ 220 | 230 | 240 | 250 | 260 | 280 | 300
uxk 5 1384 | 0.499 | 0.162 | 0.090 | 0.058 | 0.038 | 0.005 | 0.000
XuHuH 1343 | 0.600 | 0.391 | 0.591 | 0.944 | 0.332 | 0.046 [ 0.095
JAM3THINPONHOH 1351 | 0.171 | 0401 | 0.954 | 1.451 1.177 | 0.192 | 0.096
[natugunaun 1383 | 1.209 | 0.959 | 0.503 | 0.179 | 0.041 | 0.002 | 0.002
DeHobapouTAT 1394 | 0.506 | 0.194 | 0.113 | 0.062 | 0.039 | 0.003 | 0.000
bpomypaa 1398 | 0.459 | 0.174 | 0.089 | 0.059 | 0.035 | 0.004 [ 0.001
Kucaora cammnmiaosas | 1398 | 0.218 | 0.298 | 0.337 | 0.081 | 0.013 | 0.059 | 0.165
Keramun 1405 0.743 | 0.115 | 0.006 | 0.015 | 0.038 | 0.031 | 0.003
DeHaneTud 1426 | 0.454 | 0.804 | 1.256 | 1.413 | 0.980 | 0.223 [ 0.057
B3 2006
BA3A IAHHBIX "B2XKX-YO®"
Onpene.ﬂeHHe HApPKOTHUKOB B M0OY¢
100 %
=
=
=
g 2
= %
g =5
o = |
£ 5
<
\\“
I \ w L A210
i\ ‘ . - A220
B !W’ I\ - A230
\
\ - A240
v V‘ “ N A250
A280
0 4 8 12 16 20 24 28 32 36 40 un
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" ”"
BA3A JIAHHBIX "BXKX-Y® ITAY
Kousonka 2x75 mm ¢ Nucleosil 100-5 C18 PAH
JIuneiinbiii rpaguedT ACN ot 50 g0 100%
Ve S260 R=S,/S260
BELWECTBO ’ Oe*MKI
MK (1 mxr) S230 | S2s0 | S270 | S280 | S200 [ S300 | S3a0
BeH3o[e]nnpeH 2632 59.60 1.06 | 0.84 | 1.01 | 1.34 [ 1.67 | 0.50 | 0.08
MepuneH 2656 21.77 1.09 | 2.68 | 0.39 | 0.13 [ 0.09 | 0.06 | 0.10
BeH3o[b]dnyopaHTeH | 2666 77.89 0.94 | 0.98 | 0.63 | 0.63 | 0.68 | 0.74 | 0.28
5-MeTtunxpuseH 2681 201.4 0.37 | 0.44 [ 1.50 | 0.22 | 0.15 | 0.15 | 0.01
1. AsyneH 19. OwbeH3ola,h]laHTpaueH 37. opmo-Kcunon
2. AHTpaueH 20. OnbeH3oTnodeH 38. napa-Kcvnon
3. AueHadTeH 21. 9,10-OurnppoaHTpaueH 39. 1-MetunHadpTanuH
4. AueHadTuneH 22. 1,1-OumeTunuHaeH 40. 9-MetundeHaHTpeH
5. 9-beHsunaHTpaueH 23. 1,3-OumeTtunHadptanvH 41. 5-MeTtunxpuseH
6. BbeHso[a]aHTpaueH 24. 1,4-OumeTtunHadptanvH 42. HadtanuH
7. BeHso[a]nupeH 25. 1,5-AumeTtunHadptanvH 43. MepuneH
8. BbeHso[a]dnyopeH 26. 1,6-AumeTtunHadtanvH 44. MupeH
9. BeHso[a]xpuseH 27. 2,3-AumeTtunHadpTtanvH 45. PybpeH
10. BeH3o[b]aHTpaueH 28. 3,6-OAumetunHadpTanvH 46. TetpanuH
11. BeH3o[b]dnyopaHTeH 29. 1,1-OumeTtunTteTpanvH 47. Tonyon
12. BeH3o[e]nupeH 30. 1,2-OAumeTunTeTpanuH 48. 1,1,2-TpumeTunTteTpanuH
13. BeH30[g,h,ilnepuneH 31. OuHoHundTanar 49. TpudeHunneH
14. BeH3o[k]dnyopaHTeH 32. WN3onponunbeHaon 50. PeHaHTpeH
15. BeH3on 33. WNHpeH 51. ®dnyopaHTeH
16. Budenun 34. WHpeHo[1,2,3-c,d]nupeH 52. ®nyopeH
17. OunbeHsun 35. Kap6ason 53. XpwuseH
18. [OubeHso[a,claHTpaueH 36. KopoHeH 54. 4H-UuknoneHtadeHaHTpeH

BIXi

HNOJIUIINK/INYECKHUE
APOMATHYECKHE YI'JIEBOAOPO/bI
AtmocdepHbIil 23p030J1b

102 1 23 45 6 7 89
Az "—"’—/\* | l " — "
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HOJMUIUK/INYECKHUE
APOMATHUYECKHE YIVIEBOAOPO/bI

ATMocdepHbIii a3p030J1b

Tr, S)/S260

MWUH | Sz30 | Saso | Soro | S2s0 | S200 | S3o0 | Sz40
13.97 10.57]12.49]10.51(0.4210.33]10.06 ] 0.01
14.1510.53]2.53]0.49|0.40]0.32]0.06] 0.01
16.84 1 2.83|11.2810.95]1.5211.13]0.19] 0.65
17.06 12.62]1.36[0.89|1.46|1.10] 0.19] 0.58
18.1211.89]0.56|1.49]|0.2210.18]0.31] 0.55
18.36 | 1.49]0.7011.25]10.2110.15]0.24 ] 0.44
22.26 10911096 11.22(1.7911.79]0.22] 0.20
22.64 10.88]0.96|1.13]11.71]1.68]0.21]0.29
229110.25|10.4811.18]0.1710.14]10.14 | 0.01
23.3210.21]10.48|1.19]10.15]0.13]10.14] 0.00
27.97 12.10]2.35(0.9310.98|1.48]11.98]0.25
28.6112.09]2.28[0.82]11.00|1.49]1.87]0.28
29.66 10.40]0.81(0.7810.76 | 0.76 1| 0.64 | 0.16
33.18 10.36|0.73]10.68]10.71]0.70 | 0.57]0.12
33.6911.01]0.84(1.2711.3812.03]12.41]0.34
34.40 11.08]10.86]|1.25|1.44]12.07]|244]0.35
3496 11.33]2.81(0.9610.94|1.06]1.30|0.38
35.1911.29]2.68|1.03]10.97]1.04]1.26]0.35

NJ BELLECTBO

1| deHaHTpeH

2| dnyopaHTeH

3| MNupeH

4 | beHs[a]aHTpaueH

5| XpuseHn

6 | BeHso[k]dnyopaHTeH

7 | Benso[a]nupeH

8 | BeH3o[g,h,ijnepunex

9| NMHaeHo[1,2,3-c,d]nupeH

BIXi

2006

CPABHEHHME MHOI'OKOMITIOHEHTHBIX
OBPA311OB

"KpbIMCKHH baab3am
o0anb3am" "Cubupn"

Az10

i

0O 5 10 15 20 25 30 O 5 10 15 20 25 30

Bpemsi, MuH
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B2

006

CPABHEHHUE BAJ/Ib3AMOB

M0 BOCbMH "'TJIaBHBIM'' MUKaAM

Tr, CnekTpanbHble oTHoLEHUs S;/S»1o
MUH | Syy S230 Sas0 Sa60 S2s0 S300 S340
14.41 | 0.64 0.52 0.84 0.80 0.33 0.29 0.58
"KpbiMcKkHii
oaan3am" 16.54 | 0.63 0.39 0.27 0.34 0.46 0.40 0.36
20.33 | 0.71 0.52 0.53 0.48 0.34 0.41 0.63
14.32 | 0.59 0.39 0.57 0.57 0.23 0.23 0.53
Bbaab3am 16.40 | 0.69 0.46 0.33 0.28 0.50 0.53 0.53
"Cubupn"
20.27 | 0.79 0.69 0.60 0.58 0.48 0.44 0.43
B XX2006
IIpaBUIBLHOCTH aHAIH3A
. A
Az
A/A B
2.2lAs3 3 C 10
2 L
1 N
Aj1lAsz I \ B
R —0.5
AialAvz R
Az -
—0
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MHOI'OBOJIHOBASA AETEKIIUA

IIpaBujabHOCTL aHAIM3A

CnekTpanbHbIM aHanua nMka amnuuunivHa

7.40 7.50 7.60 7.70
Bpems, MuH
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Jlexuus 7

IHoaroroBka nmpoobI 11

BIXKX anaausa

I'U.bapam
Kypc nexuyuii "B3/KX ona BCEX"

HoBocubdupck, 2007
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2006

IHOAT'OTOBKA OBPA3ILIA

Pabora ¢ MuKpooObeMaMu pacTBOPOB

OBLUME PEKOMEHOALUMA
AN MMHMMU3auun NoTepu BewecTBa nNpu padoTte ¢ obpasuamu,
KOHLeHTpaLMA aHanuTa B KOTOPbIX cocTaBnsaeT meHee 10 mr/n

Ons rmapodobHbIX aHanUToB cregyeT NCNonb3oBaTb NOCYAY U3 CTekna

Ons rmapodunbHbIX aHanuMToB criedyeT UCNOoNb30BaTh Nocyay U3 NONIMMEPHbIX
mMaTepuanos (pToponnacTbl, NONMNPONMUIIEH)

KoadhdhmumeHT 3anonHeHnsa nocyapl pactsopom obpasua JormkeH ObiTb MakcMmanbHO
oonbLwmm

C okncnsiembiMK aHanuTam uccrnegyeT paboTaTtb B MHEPTHOM aTMocdepe (aproH) unu B
NPUCYTCTBMU aHTUOKUCNNTENEN

. C cboTouyBCTBUTENBHBIMM aHanMTamu cnegyet pabotaTb B TEMHOM UK HENPO3payYHoOn

nocyne

. C TepmonabunbHbIMy aHanMTamu criegyeT paboTtatb Npu NOHWXKEHHOW TeMnepartype
. XpaHuTb pacTBOpbl 06pa3LoB CrieqyeT Npu HU3KUX TeMNepaTypax B repMeTUYHON Nocyae;

HelTparbHble BOAHbIE PACTBOPLI NyuLle XPaHUTb B 3aMOPOXXEHHON Buae

BIXi

2006

IHOAT'OTOBKA OBPA3IIA

Ooboramenue odopasua

SKCTPAKLUNA

Mpumep 1. DKCTpaKUMa apoMaTUHECKUX NOMULMKITUYECKUX YITIIEBOAOPOAOB U3 BOAbI
rekcaHom gns onpegenenuns 6eH3o(a)nupeHa.

Mpumep 2. YganeHvne apomaTnyeckmx NONULMUKINYECKNX YINEBOAOPOAOB M3 BOAbI
3KCTpakumen rekcaHom nepeq onpegeneHmem 6eH30UHOU KUCIombI.

ALCOPBELINA

Mpumep 1. Aocopbums KaTUOHOB M3 BOAbI HA MONNCTUPONBLHOM KaTUOHOOOMEHHMKE C
nocrneayoLwmM ero 03oneHneM Ans onpeaeneHns msxxesisix Memarisios.

Mpumep 2. YpaneHvne BOAbI U3 MOTOPHOTO TOMMMBa agcopoLuuner Ha akTMBMPOBaHHOM
OKMCM anioMUHNsS nNepes onpeaeneHnemM asakaHos MeToAoM aacopOLmnoH-
HOWM XxpomMaTtorpadun

ocC EHUE

Mpumep 1. KoHueHTpupoBaHue uoHos8 xene3sa (Ill) nytem nx ocaxgeHus B Buge
cynbduga xenesa.

Mpumep 2. YaaneHne xnopua-moHa (ocaxaeHne HUTpaTom cepebpa), MeLlatoLero
onpeaeneHnio HUMpUM-UuoHa MeTOAOM MOHHOM BAOXX.

Mpumep 3. YoaneHne 6enkoB U3 CbIBOPOTKM KPOBU Nocre AobaBneHust B Hee paBHOro
obbma CH;CN nepep onpeaeneHnem mMoyesoul KUC/IOMbI.
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B3 2006

IHOAI'OTOBKA OBPA3ILA

Ooboramenue o0pasna

PA3NOXEHWE MPUMECEWN

Mpumep 1. O30neHne opraHM4ecknx BeLeCcTB nepes onpegeneHneM msxernsix
Memarios B 3epHe.

Mpumep 2. LLlenoyHon rugponus Tpurnuuupuaos nepeq onpeaeneHnemM B xupe
nonmMxnopoudgeHnnos.

XUMUYECKAA NEPUBATU3ALINA
Mpumep 1. Onpegenenne gheHosoe B BOAE:

OH O*é*CHg, SKcTpakuns acmpos

R o O K,CO; R reKkcaHoM
+HyC-C-0-C-CH; — =

Mpumep 2. OnpepeneHve kapboHOBLIX KUC/IOM B NMPUCYTCTBUE aMUHOKUCIIOT:

_ - Ancopbuus
R-COO
(CaHs)sN HOH Ha cbase C18
H + @N:C:S —_— @N*C*N*(}H*COO' EE—
R-C-COO" R
NH,

B)XI#2006
Teepao-gaznast IkcTpakuus
Solid-Phase Extraction (SPE)
1. Copbuus 2. YoaneHue 3. Onouuns 4. YpaneHue 5. NoarotoBka
BELLEeCTB "cnaboaacop- aHanuTa. "cunbHoaacop- K HaHEeCeHuo
A OnpoBaHHbIX Hanpuwmep OMpPOBaHHbIX obpasua.
BELLEeCTB. H,0:MeOH BELLECTB. Hanpumep
o Hanpumep 20:80 Hanpumep H,O
8 H,0:MeOH MeOH
[ 80:20
O
<
n- '
é é é 0
KAPTPUXK
||C1 8"
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IHOAI'OTOBKA OBPA3IIA

TBépao-pazHass MUKPOIKCTPAKIMSA
Solid-Phase MicroExtraction (SPME)

| ==

BosokHa Juck Tpyoka

CTteHkn
YacTuupbl cocyaa

BIXXXe2006

Bsox pacTBopa
o6pa3ua -

A. BBoja pacTBopa o0pa3ua B
KOHIIEHTPUPYIOULYIO KOJIOHKY
AHaJIu3 npeabIAyLero oopasua Hauano ananuza

MHOAT'OTOBKA OBPA3ILIA

Konuentpuposanue "on line"

KoHuenTpupyomas
KOJIOHKA

— p— | —
r—"
—

——
—

IIpombiBKa

B anannTHYeCKY10 ITopaua

KOJIOHKY JJIEHTA

= CinB

b. IIpombIBKa KpaHa
0T pacTBOpa odpa3ua
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PA3JIEJIEHUE HA CIIEHUAJIBHbBIX

DA3ZAX

I'Ip;nv|oe onpepgeneHne TeTpauunkiimHa B CbiIBOPOTKE KPOBU Ha

KONoHKe ¢ "dundpunsHon" gason

Benok

TeTpauuknuH

OH
HO oHOH OH

B2

2006

HOAI'OTOBKA OBPA3LIA

Pabora ¢ MuKkpooOBeMaMu pacTBOPOB

OUYNCTKA PACTBOPOB OT MEXAHUYECKHUX MPUMECEM

PUNBTPOBAHWE LEHTPN®YTMPOBAHUE

v

Nerkne"
yacTtuupl

1-10 MuH 3

Herrpudyxtas 7000-10000 g

dunbTp npo6upka

0.2 (0.4) mKkm
A 4
Tspkenbie"
yacTuupl
TEKNAHHAasA
npobupka
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HOAT'OTOBKA OBPA3ILIA

PaboTa ¢ MukpoodObeMamMu pacTBOpPOB
KOHIIEHTPUPOBAHUE PACTBOPOB YIIAPUBAHUEM

BakyymHas ueHTpudyra

C

\\\\\ /\\

IHOAT'OTOBKA OBPA3IIA

Pabora ¢c MukpoodOeMamMu pacTBOPOB

PACTBOPEHME BEHIECTB, 9KCTPAT'TPOBAHUE
U MIPOBEJIEHUE PEAKIIUIA B MUKPOOBBEME

LieHTpudyrnposarve
1000 g, 10 cek -
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I'PAJUEHTHOE 3JIIOUPOBAHUE

IIpumecu B moaBUKHBIX (ha3ax

314 @ 0.4- @

100% B

1 5% b
Azs \

o.os: ® 0.04: E‘)M‘JL/\;
LR

1. i 7
N 0

Bpemsi, MuH

1- Boga "Milli-Q" / ACN "254" 2- Boza "uct" / ACN "Ne2"
3- Bozna "Milli-Q" / ACN "Ne2-1"  4- Bona "Milli-Q" / ACN "Ne2-2"
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Jlexuusa 8

IIpumenenne BIOKX B XMMHKO-
TOKCHUKOJOTHYECKOM aHAJU3e
HAPKOTHYECKUX U OAYPMAHUBAKOIINX
BeIECTB

I'U.bapam
Kypc nexuyuit "B3/KX ona BCEX"

HoBocubdupck, 2007
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KUJAKOCTHAS XPOMATOI'PA®US?
MeToa XMMHY€CKOI0 aHAJIN3a, IPH KOTOPOM

PACTBOPECHHLIC BEIICCTBA Pa3aC/IAI0TCH
H AaHAJIU3UPYHOTCH Ka)K/JbIi B OTAEJbHOCTH

AKUJIKOCTHAS XPOMATOI'PA®USA?

_____ Hacoc | —--- TpyOxa ¢ ancopoeHTOM
| (xpomaTorpaguyeckasi KOJIOHKA)

—— XPOMATOI'PAMMA —
AKunkocTs & g BemecrBa
(moxBwsKHAst aza) = 2 —_—
= 1 2 3
2 =
=)
::
=
I Z g
HetexkTop = [] 2 =
i
L N
XPOMATOI'PAD®
O0bém
(Bpems)
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AKUNJIKOCTHASA XPOMATOI'PA®UA?

BemecTBa

f—/%
1 2 3

Ilnomane XxpomaTorpaguueckKoro
NMUKAa BelecTBA 3aBUCHUT OT
€ro KoJIH4ecTBa
(KoJIHMYeCcTBEHHBIN aHAIN3)

Konuenrpanus
(Curnan nerexkropa)

VRITR O6ném (Bpemst)

O0BéM ni BpeMsl yAep:KMBAHUS BelIeCTBA
3aBHCHUT OT €r0 XUMHM4eCKOIro CTPOeHM
(xadecTBEHHBIH aHATU3)

Oo6s13aTeILHOE VCJIOBHE:
nepex aHAJIU30M XpoMaTorpadg HeoOX0AMMO
KAJIN0pPoOBaTh M0 BCEM AHAJIU3UPYEMbBIM BellleCTBaM

BBICOKODP®PEKTUBHAS
AKUJIKOCTHASN XPOMATOI'PA®USA?
1970

High Performance Liquid Chromatography (HPLC)

BoicokoIdPpdexTuBnas KuakoctHas Xpomartorpadus
(B2XKX)

CkopocTh aHaan3a - 1 BelmecTBo B MUHYTY
Anauau3 20-TH BellecTB B OJHOM nMpoode
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B3XXX-2006

INPUMEHEHMUME B2’KX B ME/IUIIUHE
KosaunvecTBo
ean anaausa
KOHTPOJIMPYEMbIX BellleCTB
KouTpous kayecTBa JieKapCTB 3000
Tokcukogorus 2000
HapxkoJjorus 500
dapmMaKoJIorust 200

®OPMYJIUPOBKA AHAJIUTUYECKOM 3AIAYN

AHAJIUTHYECKAA 32/1a4A:
Onpeae/uTh KOHUEHTPAUMIo Bemecrsa N
U3 32JJaHHOI0 CMIUCKA BellecTB

CKPUHUHT
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CKPUHHUHI METO/IOM

BXKXeMACC-CIIEKTPOMETPUA

K.Zahlsen, T.Aamo, J.Zweigenbaum - University Hospital of Trondheim, Norway
August, 2004

CyneO0Ho-MeIMIMHCKAS IKCIEPTH3a, HAPKOJIOTHYECKH i KOHTPOJIb,
JIEKAPCTBEHHbII MOHUTOPHHT

1 000 000+

800 000+

600 000+

400 000+

200 000+ I
O-ﬂ-—ﬂ'—ﬂ'—! l

1996 1997 1998 1999 2000 2001 2002 2003 2004

Kosiu4ecTBO c/IeJJaHHBIX AHAJIH30B

CKPUHMHI METO/IOM

BIKXeMACC-CIIEKTPOMETPUSA

2003 r. B JIaGopaTopyuu ObLI0 IPOAHATIM3MPOBAHO:
- 800 000 oOpa3uoB MO4H
-30 000 o0pa3uoB CHIBOPOTKH KPOBHU
OobopynoBanue:
-12 LC/MS ¢ ESI (5 amperamunoB u 4 onuara)
- 12 LC/MS ¢ APCI (6 6eH3oama3zennHoB)
- 6 GC/MS (apOurtpaix)

R Agilent 1100 LC-MS

g -
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CKPUHMHI METOJ1OM

BIKXeYD-CIIEKTPOCKOIIUA

Baker J.K., Skelton R.E., Ma C-Y. ldentification of Drugs by HPLC with Dual Wavelength
Ultraviolet Detection. J.Chromatogr., 1979, v.168, 417.

Jinno K., Hayashida M., Watanabe T. Computer-Assisted Liquid Chromatography for
Automated Qualitative and Quantitative Analysis of Toxic Drugs. J.Chromatogr.Sciences, 1990,
v. 28, 367.

Bogusz M., Wu M. Standartized HPLC/DAD System, Based on Retention Indices and Library,
Applicable for Systematic Toxicological Screening. J.Analyt. Toxicology, 1991, v.15, 188.
3eHkeBuy WU.I'. ®opmupoBaHne 6asbl AaHHbIX MO MHAEKCAM YOEPXMBaHWUSI NEKapCTBEHHbIX
BellecTB B obpalleHHo-dasoBor BOXKX. XK.npuknadHol xumuu, 1994, m.67, Ne11, 1877.
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MHOI'OKAHAJIBHOE JETEKTHPOBAHMUE

B XPOMATOI'PA®HUH

HeoOxonumoe yciaoBue:
CHIHAJI KAaHAJIA 1eTeKTOpa NMPONOPLHOHAJICH
KOHIeHTpauuu Beuecrsa (4,=ay C)

[Ona romoreHHoOro nuka

= = = R = const

CursaJ gerekropa
Konuenrpauus

O6beMm (BpeMn)
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MHOI'OKAHAJIBHOE JETEKTUPOBAHHUE

B XPOMATOI'PA®UH

IMapameTpsbl HAEHTUPUKATUN XPOMATOTPAPUIECKOT0 MUKA:
T,(Vx)) uR, R, ... R,

T
1
1
|
(1}
KoanuecTBO BelecTs, pa3penaeMbIx
g KOJIOHKO, PABHO ee NMUKOBOil
(=]
g eMKOCTH (Z)
-5
=
%)
=
E CKOJIbKO BelleCTB MOKHO Pa3peliuTh
= npH N-KaHAJIbHOM AeTeKTUPOBAHUM?
Q
Tr (VR) O0bem (Bpems)
B3KX-2006

MHOI'OKAHAJIBHOE JETEKTUPOBAHUE

doTomMeTprUYecKas AeTeKUus npu 8 A

=
=
S

R=Ax/ A274
=
g

0.25

<>

210 230 250 270 290
JI1uHA BOJIHBI, HM
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B3XXX-2006

MHOI'OKAHAJIBHOE JETEKTUPOBAHMUE
Orpannyenue: uHTEpPBaJ 3HAYeHUd R=(0x1)
IHorpemnocts R: 0.1 0.05 0.02
N AN/A, KosinuecTBo paspeniennbix Beuiects (D)
2 1 10! 2-10! 5-101
3 2 102 4102 2.5:103
4 3 103 8-103 1.3-10°
5 4 10% 1.6:10° 6.3-106
6 5 10° 3.2-104 3.1-108
7 6 106 6.4-107 1.6:1010
8 7 107 1.3-10° 7.8-1011

MHOI'OKAHAJIBHOE JETEKTUPOBAHUE
B XPOMATOI'PA®UH

EMxoctb 0a3b1 JaHHBIX (()- MAKCMMAJIbHOE KOJIUYECTBO
BellleCTB, UMEKIIUX OTJIMYAIIINECS HA0OPbI
UICHTU(PUKAMUOHHBIX IAPAMETPOB

0=Z-D

Ecau Z=100 u D=10°, o 0=1011
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MHOI'OKAHAJIBHOE JETEKTUPOBAHHUE

doToMeTprUYecKas AeTeKIMs npu 8 A

Xpomartorpad "Muiaunxpom A-02"
3A0 "JxoHosa" (HoBocudupck)

B3XX-2006

- =
- =
. Q’ -
g gl = =
S 15-: = S S
o I I -
o s I © © -
= 1 5 < <
Q s = = E -7
[e] s o = = e
£ g > T I g
o 104% s o -
g [ A A A300
= i A A280
4 -
5 —
§ 5 —— A A250
== A240
& e i& L
'S A220
0 "t ,H A A210
T T T T T T T T T T
0 8 16 24 32 40
Bpems, MmuH
KoJonka: @2x75 mm; ProntoSIL-120-5-C18 Cxopoctb noroka: 100 Mxi/MuH
Quaioent A: 0.2 M LiCl04-0.005 M HC104 Temmnepatypa: 40°C
DuioeHT b: AleTOHUTPHI Aj-hg: 210, 220, 230, 240, 250, 260, 280, 300 Hm
I'paguent: 40 muH ot 5-100% b; 10 mun 100% b| IIpo6a: 4 Mk
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BAJIMJIALIASA XPOMATOI'PA®A

H3mepsiemblii KonTtposaupyemsblii
BemecrBo
napamerp £ A NnoKa3areJb
Bpomua-non Vi O06beM KOJIOHKH
Ypuaun S,40/S,59  [Hlorpemnocts netexropa npu A=280 uM
Kodeunn S,60/S280  |/IMHEHHOCTB MeTEKTOPA

m-Hurpoaunmnn|  S,,./S, . |llorpemnocts snayenns pH smoenta A

VR ITorpemHoCcTh CKOPOCTH MOTOKA
Ss10 ITorpemHocTh 00BeMa MPOObI
o-Hurpoanuiun " " AuE
Ao, a4yecTBO'" CMEIIMBAHUS IIOEHTOB A U
(1)
S./S +A nerekropa B quamnazone 210-300 M
AN'210

B3>KX-2006

BAJIMJIAILIUSA XPOMATOI'PAD®A
HaumenoBanmue ATTecTOBaHHOE I'paHunbl OTHOCHTEILHOM
BemecTBo o _
napamerpa 3HauyeHHe napamerpa | morpemnoctu, %, P=0,95
bpomuia-uon Vg, MKJI 150 +6
Ypuaun R=550/S250 0,50 +6
Kodeun R=560/S280 0,76 +5
m-Hutpoanuwmd [R=S560/5230 0,60 +4
VR, MKJI 1525 +4
R=S8,,0/5>10 1,69 +3
R=5230/S210 1,74 +5
R=5%40/S210 1,07 +7
R=550/S210 0,57 +7
o-Hutpoanuiun R=S1c0/Sar0 0.39 6
R=580/5210 0,59 +4
R=5300/S210 0,31 +7
A10% 1,04 +7
S210, €.0.1L."MKJI 24,8 +4
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BA3A JAHHBIX "BKX-YO"

®opmupoBaHue 0a3bl JAHHBIX

OnTuyeckoe normouieHune, e.o.n.

_ 19
HO@N*C*CH;;
- MapaueTamon
- _
1 L/
C
0 - S
1 ! | ! | ! | ! | ! |
0 8 16 24 32 40
Bpewms, muH

A280

A250
A240
A230
A220
A210

BA3A JIAHHBIX "B2KX-Y®"
®opmupoBaHue 0a3bl JaAHHBIX
- Vi S210s CrnekTpaJjbHbie OTHOMEHUS (S)/S210)
asbaiue wor | SO 220 | 230 | 240 | 250 | 260 | 280 | 300
Me3saTon 618 123,53 [0,86|0,23 0,02 0,04 |0,12|0,24 | 0,00
Jnokcuauu 620 | 147,01 | 1,05|1,71|2,51 |2203,19|0,26 | 0,27
TeoOpomMun 643 | 42350 |0,43(10,24]0,14]0,16|0,33|0,44 | 0,01
Cyabpanui-narpuii | 662 193,88 | 0,64 |0,15]0,21 0,52 |1,00]| 1,10 | 0,27
Mapaueramoa 669 | 213,50 | 0,58 0,92 ]1,25]1,240,79 [ 0,231 0,05
Teopuaauu 713 | 411,80 |0,36 0,23 0,14 | 0,18 | 0,37 | 0,42 | 0,01
Cyabbazun 715 293,17 |0,81]0,54]0,52|0,60 | 0,80 | 0,66 | 0,23
CepoToHun 731 | 402,84 [0,98 |0,64|0,15]|0,10|0,16 | 0,25 | 0,20
doauesas kucaora | 762 | 206,87 | 0,88 | 0,63 0,48 | 0,41 | 0,47 | 0,88 | 0,84
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BA3A JTAHHBIX "B2XKX-Y®":

DapMaKoneHbIN aHAJIU3

-4 Azt 1 "Cenaa-M"
Vo, Konnentpaumus,
Iux HaszBanue Ml?.]'l MI/MJI
(£10%)
1 | Hapaneramon 669 0.334
2 | Kodenn 846 0.059
2 3 3 | AHanbrun 986 0.180
4 | Kogneun 1013 0.014
4 5 5 | ®enodapouTan | 1384 0.020

0 400 800 1200 1600 mxa

BA3A JTAHHBIX "BKX-Y®"

Omnpenesenne HAPKOTUKOB B IKCTPAKTE MOYH

-AMpeTaMuH
MeTHIIKTOHHH

100 %

—A210
- A220

- A230
- A240
A250

A260

A280

0 4 8 12 16 20 24 28 32 36 40 mun
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BA3A TAHHBIX "B2/KX-YO®"

OnpenaesieHne BelecTB B KPOBU

0.16 1

0.12 1

O.E.

0.08

0.04

0.00

0 5 101520253035404550556065707580
Bpems, MuH
O030pHasi xpoMaTOorpaMma CbIBOPOTKH KPOBH

BA3A IAHHBIX "B2XKX-YO®":

rekcamMmujauH, peHodoapoOuTas, 0€H30HA, JJAMUKTAJI,
AU(EeHnH, ITOCYKIUMHI, KapdaMa3elnuH U MeTOTPeKcaT
IIpsiMoe onpeejieHHE B KPOBU

Oopazen IKCTPAKUUs JUMHIOB IreKCAHOM
CHIBOPOTKH VI
120 mxa

HenTpudyruposanue

i / Viajienne JIMIUI0B

JloGaBsieHne pacTBOpa
LiCl04,~ACN-CH;COOH
ocakaeHune 6eJKoB

= 1

LenTpudyruposanne Ilepenoc B npooupky
aBTO/103aTOPA
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BA3A IAHHBIX "B2KX-Y®":

KJIOHA3emaM B KPOBH

KoHueHTpHpoOBaHue
OGpasen DKCTPAKUMSA JUIHI0B FeKCAHOM
CBIBOPOTKH l |
200 MK
HenTpudyruposanue
/ Ynanenue
) Jo6asaenue CH,Cl, JHIHAOB
IKCTPaKIHs
KJI0OHa3emaMa
YnapuBanue
\ crpyeii N, PacrBopenne

—_— 1
Ilepenoc B npoOupKy
aBTo/103aTOpA

BA3A IAHHBIX "B2XKX-Y®":

BOJIbIIpOE€Basi KHCJI0OTA B KPOBH

JlepuBaTusanusa
Odpasen JKCTpaKIus JUNHI0B FreKCAHOM
CBIBOPOTKH l |
200 MKJI

=

Yaainenue ’g

JIANAA0B g

=
/ ..|=a -
5 2
m S
=
2]
Jlo6aBaenue rekcana u H;PO, E g

<

Ynapusanue E-

crpyeii N
JepuBaTuszamnust Py 2 (Yzj
I —_—
Ilepenoc B npo0upKy -
aBTO103aTOPA
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TEPAIIEBTUUYECKUU JJEKAPCTBEHHBIN
MOHUTOPHUHT:

JMUJIENCHd y Aerei

ITo nanabIM MoHUTOpUHTA 32 1997-2003 rr. 10151 25%
u3 700 nanueHToB, NPOXOASIIIUX JedyeHne B O0JacTHOM
TI'ocynapcTBeHHOM neTCKOM KINHUYECKOH 00JbHMIIIe
r. Upkyrcka ¢ nuaraosom "snuiencust’ Tpedyrorcs
u3MeHeHue "CTaAaHIAPTHBIX'" 103 JIEKAPCTBEHHBIX MPENnaparoB.

BA3A JJAHHBIX "B2XKX-YO®":

opranu3anum, ysacrsywmmue B [Ipoexre

1. 3AO UuctutyT Xxpomartorpapuu "IxoHosa'" (HoBocudupck)
2. Macturyt kpumuHaiauctuku ®Ch P® (Mocksa)
3. JIumuonornyecknii ”HCTUTYT CO PAH (UpKyTCK)

5. HUM ¢apmakonorun CO PAMH (Tomck)

6. ®usman HUU cnenunanbuoii texunku MBJ{ P® (HoBocubupck)

7. LleHTP KOHTPOJIAA Ka4eCTBA JIeKAPCTBEHHBIX CPeICTB
Aamunucrpauuu Ipesunenra PO

8. DkcneprHo-kpuMuHaIMcTHYecKuii neHTp MB/[ P® (MockBa)

4. MockoBckast MequmHckasi akajgemusi uM. U.M.CeuenoBa (MockBa)
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BA3A JAHHBIX "BXKX-YO®":

OpraHu3aunum, ucnojb3yomue "Muauxpom A-02"

IaTuropck — 1
PocroB-na-/lony — 1
C.-Ilerepoypr — 1
Tomck — 4
Yedoxcapsl - 1

PocroB-na-/lony — 1
Camapa -1
Ceizpanb — 1
Tomck — 1

TiomeHb — 2

HeBpoJiorusi, TOKCHKOJIOTHS, Cyneono-
AHaJIu3 JIeKapcTB,
HAPKOJIOTHsl, ICUXUATPUS, MeIULMHCKAs
HAPKOTHKOB

dhapmakokuHeTHKA JIKCIEepPTH3a
Bapnaya — 1 Bapuayu — 2 Bapuaya —1
Buiick — 3 Baarosemenck — 1 T'opHo-Auaraiick — 1
Baarosemienck — 1 BaagukaBkas — 1 Hpxyrek — 1
Hpkytek -3 Hpxyrek — 1 Kpacunogap — 1
Ka3zanb — 1 Kemeposo — 2 Kemeposo - 1
Maraaan — 1 Kpacnoaap — 1 MexnypeyeHck — 1
MockBa — 6 MockBa — 4 HoBoky3Henk — 1
HoBocubupck — 4 Hu:xnuii HoBropon — 1 HoBocubupck — 2
Omck -1 Hogroky3Henk — 1 Canexapa — 1
Iepmb — 1 Horocn6upck — 2 XanTei-MaHcuiick — 1
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