HccaenoBanue o0pa3umoB NOPOIIKA €KOBUKA IPedeHYaTOro

Jlst mpoBeCHUST MCCIICIOBAHMI TIPEAOCTAaBIEHO JIBa oOpasia BBICYIIICHHOTO 3ep-
HOMHMIICIHUS ©KOBHKA rpedeHdaToro - obpaszerr Ne 1 ExxoBuk A+ m oGpazerm Ne 2
ExoBuk 25.

Ilens wccnmemoBaHHWs — OMpENETCHUE MAaCCOBOW IO IPUHAIMHOB B COCTaBe
MPEAO0CTABIEHHBIX 00pa3IoB.

Jlnst uccrnenoBanusi ObLT MCIOIB30BaH METOJ BHICOKOA((PEKTHUBHON KUIKOCTHOU

xpomaTtomacc-cnekrpomerpuu (BOXKX-MC/MC).

Metoa BOKX-MC/MC

WccnenoBanuss mNpoBOAMIM HAa TaHAEMHOM JKHUJIKOCTHOM  XpoMaromMacc-
cnektpomerpe LCMS-8040 («Ilnmanzy», Anonus) ¢ cucteMoil TpEX KBaapyMHoJien.

B kondurypanuro npubopa BXOIAT: CUCTeMHBIH KoHTposiep CBM-20A, Tepmo-
crat ko1oHOK CTO-20AC, nerazatop DGU-20AS5R, Hacockl Beicokoro aasieHust LC-
30AD, aBromo3atop npo6 SIL-30AC, Tangemusiii Macc-ciektpomerp LCMS-8040.

BaxHeiimme TeXHUYECKUE XapaKTEPUCTUKU MPUOOpa NpuBeAeHbI B TabuIe 1.

Tabnuna 1 — Texunueckue xapakrepuctuku LCMS-8040

Junana3oH onpenenseMblx Mace Ot 10 no 2000 m/z
Onektpoctpeit (ESI), peructpanus moaoxu-

YyBCTBUTETHHOCTD TEJIBHO 3apsDKEHHBIX HOHOB JUIsi | TT pe3epru-

Ha, S/N > 10000 (RMS), MRM-nepexonsl

Pa3pemenne R<0.7u

CTaOuIbHOCTH MaCChI 0,05/124

B3aumHoe BiusgHue < 0,003%

Makc. CKOpOCTh CKAHUPOBAHUS 15000 aem /c

Bpewms nepekntodeHus nossipHOCTEN 15 mcex

MeToapl HOHU3ALUH Onektpoctpeit (ESI) (ctangapTHO)

Jlnamna3oH CKOPOCTH MOABIKHOM (ha3el 1 MK / MuH — 2 MJT / MUH




AHanu3 NpoBOAWIN C UCIOJIb30BaHUEM KoJIoHKH «Luna Omega Polar C18» 150 X
2,1 MM c pa3mepom 3€peH HenoaBrkHOU (a3pl 1,6 mxm (Phenomenex, CIIIA) B

CIIETYIOUIUX YCIOBUSX.

Jo3upyembliit 006EM TIPOOHI 10 Mk,
Temneparypa TepMocTaTa KOJIOHOK 40°C;
Pacxon monBmwxkHOM (haszel 0,25 mu - MuH";

[NoneuwxkHas daza: A — Boaa (tum I, Milli-Q) + mypasbunas kucnora (0,1 %),

b - aneronutpu;
Pexxum amonpoBanusi:  $aza b —20 - 90% ¢ 0 1o 8 MuH (JIMHEHHBII TPaJUeHT),

90% c 8 no 18 MuH (mToIaaKa),

Tun nonunzauuu — 3nextpoctpeit (ESI) (monoxxurenbHas U oTpuLaTesbHas NOJISIPHOCTD);
Honusupyroiiee HapsKEHUE 3,5 kB;
DOHeprust KOJUIM3UM (KOJUTM3UOHHBIN T'a3 — aproH) 353B;
Temmneparypsl: uatepgeiica - 400°C, nunum aeconbBaTanuu - 250°C;
Pacxon ra3oB: pacnbimuTens (a3ot) - 3 1/MuH, ocymmTens (a3ot) - 15 n/muH;
Pexum coopa manabix: MRM, SIM.

[locnenyronryro 00pabOTKy AAHHBIX OCYIIECTBISUIM C MOMOILIBIO MPOrPaMMHOIO

o0ecneuennsa LabSolutions LCMS 5.86.

Hapecku uccnenyembix oOpasuoB 3epHomuuenus 0,5 r cycneHIupoBaiud B 5 Ml
MeTaHoJIa TIpu 00paboTke Ha yJibTpa3BykKoBol Oane. [lonmydeHHbIe cycrieH3uu (Quiib-
TPOBAIM uepe3 MINPUIIEBON MoauaMuIHbIN (HeinoHoBeI) GuisTp Chromafil AO-20/3
IuaMeTpoM 3 MM, ¢ pazmepoM 1op 0,2 MKm.

B xoxe nposenenusa ananmusa B pexxume MRM perucrtpupoBanu XxpoMaTorpamMmmsl
no nepexoaam m/z 429 — 411 (-) ais spunanmaa S (Mo, macca 430), 433 — 301 (+)
JUTst opuHamHa A (MoJ. macca 432). XpoMarorpaMmbl MPEICTaBICHbBI HA pUCYHKE 1.

B xozxe nposenenus ananuza B pexume SCAN peructpupoBaii XpoMaTOTpaMMBbl
M0 TMOJHOMY MOHHOMY TOKY B auama3zoHe m/z oT 100 mo 1000 mpu moMOXHTEIBHON

MOJIIPHOCTH. XPOMATOTpaMMbI PEICTABICHBI HA PUCYHKE 2.
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Pucynok 1 — XpomaTorpaMmmsl ucciieyeMbix 00pa3ioB B pexxume MRM
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Ha xpomarorpammax o6oux oOpa3ioB B pexkume MRM npucyTCTBYIOT MUKHU MpU
6,8 MHH, COOTBETCTBYIOIIMH 3puHauMHy A u npu 15,1 MHH, COOTBETCTBYHOLIUI
SpPUHALIMHY S.

Ha xpomarorpammax B pexume SCAN HaOmro/1aeTcsi NPUCYTCTBUE MAacCCUBOB -
KOB B HHTEpBaJe BpeMEHH 5-13 MHH, COOTBETCTBYIOIIMX M/Z MPOTOHHUPOBAHHBIX
MOJICKYJISIPHBIX HOHOB [M+H]" pasnuunbix spuHaiinHOB. [10aydYeHHbBIC JaHHBIE KOppE-
JUPYIOT C TaHHBIMU pexkuMa MRM it spuHaniiHoB A u S.

[lo pe3ynbpTaTaM IBYX MpOBeAEHHBIX UcnbITaHul B pexumax MRM u SCAN 06-
pazenr Ne 1 ExxoBuk A+ xapaktepusyeTcsi 0ojee BBICOKHM COJEPKAHHUEM CYMMBI
spuHanuHoB (B 1,5 — 1,7 pa3a) o cpaBHeHuto ¢ oopasom Ne 2 ExxoBuk 25.

MaccoBast 10Jis1 S)pUHAIIMHOB OTHOCUTEIBHO APYrux BelecTB B nmpode Ne 1 Exo-
BUK A+ Haxomutcs Ha ypoBHe 8,1%, B nmpoOe Ne 2 ExoBuk 25 -5,2%.

Ilo pesyabTaTam ucciaenoBaHust MeTOAOM Y D-CIEKTPOCKONMH:

MaccoBast 10Jist 3pUHAIIMHOB OTHOCHTEIbHO APYrux BemecTs B nmpode Ne 1 Exo-

BUK A+ HaxoauTcs Ha ypoBHeE 8,5%, B mpobe Ne 2 ExoBuk 25 -5,6%.



