ONPEAEJIEHUE MUKOTOKCHNHOB
B APAXUCE

MeTOAOM TaHAEMHOM XXUAKOCTHOU XpoMaTo-macc-
cnekTpomeTtpum ¢ nomouwbto EXPEC L-Chrom MS

BeeaeHue HMS BONbBLIOrO KONMYECTBA COEAUHEHNI

ofiHoBpeMeHHO. OQHUM U3 NpenMyLLecTB

MUKOTOKCHHbI SIBASIOTCS NPOAYKTaMM L,AaHHOTO MEeTOAa ABASETCS BO3MOXHOCTb

XU3HeLesTeNbHOCTU HEKOTOPbIX BUAOB «BbIOMPATLY LieneBble MOHbI C MOMOLLbBIO

nnecHeBbIX rpUbOB, BCTPEYAOLWMXCS B CUCTeMbI KBALPYMNOei, YTo No3BonseT

NPOAYKTaX NUTaHWUS. ITU COeAUHEHUS COKPaTWUTb KONMYECTBO 3TArN0B O4UCTKM

4pe3BblYaHO OMaCHbI ANS 340P0BbS 06pa3LLoB OT npuMeceit B npoLiecce

4yenoseka, N03TOMY O4eHb BaXKHO KOHTPONU- npo6onoaroToBKM.

poBaTb X copepkaHue. CNoXKHOCTb BbisiBNe-

HWSI MMKOTOKCMHOB XpoMaTorpaduyeckumu OnpeneneHve MUKOTOKCMHOB B apaxuce

MeToLaMM CBSI3aHa C LUMPOKMUM pa3Hoobpa- NPOBOAMIN HA XMIAKOCTHOM XpPOMaTO-Macc-

3MeM UX XMMUYECKOM NpMpoabl 1 CBOMCTB, a cnektpomeTtpe EXPEC L-Chrom MS B

TaKkxke C NpucyTcTBMEeM HONbLIOrO KONNYECTBa cooteetctBuM ¢ MOCT 34140-2017. B xone

HenpeAckasyemblX NpuMMeceit B NPOAyKTax. aHanu3a onpeaensnun cnepyrolmne coeanHe-
HUS:

MeToa TaHAEMHOM XpOMaTo-Macc- e adnatokcmH B, * adnatokcuH G2,

CNeKTPOMETPUM LaeT BO3MOXHOCTb Cenek- * adnatokcuH B2, e T-2,

TMBHOTO BbICOKOYYBCTBMTENLHOIO Onpeaene- e adnartokcuH G1, o HT-2.

MoaroToBKa Npo6bl K aHaNu3y

e [1poby n3MenbyEHHOro roMOreHM3npoBaH- e 500 mMM?® 3KkcTpakTa cMewnBatoT ¢ 500 Mm?
HOTO apaxwmca Maccoit 5 r 3aausatot 25 cm? pacTBOpa, MCMO/b3yeMOro B KayecTse
CMEeCU aLeTOHUTPUNA, BOLbI 1 YKCYCHOM NOABUXKHOI da3sbl A npu xpomatorpadu-
KMCNOTbI, NepeMeLLNBAIOT B TEYEHME YeCcKoM aHanu3e, LeHTpUdYrvpyoT npu
60 MUH. 4 °C v po3unpyoT B XpoMaTorpad.

e [lony4eHHbIR 3KCTPAKT LEHTPUDYTUPYIOT.

XpomaTorpaduuyeckue yuiosms

Xpomatorpaduyeckas KoMoHKa Spursil C18 100 x 3 Mm; 3 Mkm (Dikma)
Temnepatypa TepMocTaTa KonoHku, °C -~ 45
Pexxum antonpoBaHms [paaneHTHbIN

890 cm? Bogpl, 100 cm® mMeTaHona, 10 cm® yKkcycHom

KomnoHeHT A
kmcnotbl 1 0,2 r auetata aMMOHMUS

970 cm® MeTaHona, nobasnatot 20 cm?
KomnoHeHT B [EVOHU3MPOBaHHOM Boabl, 10 cM® yKCyCHOM
kmcnotbl 1 0,2 T auetata aMMOHMA

CKOPOCTb MOTOKA 3/1K0EHTA, M//MUH 0,6
06bEM MHXKEKLMUM, MK 35

[MapameTpbl Macc-CNeKTpOMETPUYECKOro AeTeKTopa:
Pexxnm noHusaumum: dnekTtpocnpen, ESI (+)

MapameTtpbl MPM-nepexopos

MuKkoToKCHH MoH-npenwectBeHHUK, m/z  MoH-npoaykT 1 / oH-npoAaykT 2, m/z
AdnatokcuH Bl 313 128/241
AdnatokcuH B2 315 259/287
AdnaTokcnH G1 329 243/200
AdnatokcuH G2 331 245/189
HT-2 TokcuH 442 263/105
T-2 TOKCHH 484 215/185
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O6opyaoBaHue

XuaKocTHbIN XpoMaTo-Macc-
CNeKTPOMETp C TPOHbIM
kBagpynonem EXPEC L-Chrom MS,
OCHaWEHHbIN YBIXX cuctemoit ¢
MaKCMManbHbIM paboymm
nasneHneMm 130 MMa. YBIXKX
CUCTEMA COCTOMUT U3 CIeYHOLLMX
610KOB:

* OuHapHbIM Hacoc (C rpagueHToOM
Ha CTOpPOHE BbICOKOTO JaBNEHMS);

* aBTOA03AaTOp C PYHKUMEN
oxnaxaeHus ob6pasLoB;

¢ TepMOCTaT KOJIOHOK;

° KpaH nepeksilyeHus NoToka B
Macc-AeTeKkTop unu Ha cbpoc.

06paboTKka NoNY4YEHHbIX AAaHHbIX
npou3BOAMNACch C MOMOLLBIO
nporpamMMHoro obecneveHus
MassExpert.

KonuuectseHHoe onpeneneHue
MWKOTOKCMHOB AAHHbIM METOAOM U3-3a
BO3MOXHbIX MOMeX He06X0AMMO NMPOBOAUTD
npu NOMOLLM FPaflyMpPOBKM HA YUCTOM
MaTtpuue. Insg nocTpoeHms rpaaymMpoBOYHbIX
3aBMCUMMOCTEN MCMOMb30BANN KYUCTYIO
MaTpuLy» - apaxmc, He COAEPXKALLMMA
onpenenseMbix MMKOTOKCUMHOB. MNonyyanu
3KCTPaKT, B KOTOPbI BHOCWUIW M3BECTHOE
KONMYeCTBO MMKOTOKCMHOB. Ha PucyHke 1
npuBefeHa rpayMpoBOYHas 3aBUCUMOCTb
nng adgnatokcuHa B1l.
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Response (106)

= 141668.6321x - 2836. 4085
0.9998

v Consis

ng/mL

PucyHok 1 — MaTpuyHas rpagyMpoBOYHas 3aBUCMMOCTb 1Sl abnaTokcuHa Bl

lpMMep xpoMaTorpaMm MaTpUYHOIO rpagyMpOBOYHOMO PacTBOpa C KOHLEeHTpaumei adnatokcmHos 1 Hr/mn u 10 Hr/mn ans HT-2 u T-2 B pexxume
MRM npwuseneH Ha PucyHoke 2 n PucyHke 3.

Arahis cal 1Afla 10T2 HT2_ESI+ TIC CV:38V CE:45V HT2 MRM:442->105
42 3573 cps
£ 100 4 Lon) 9.99 min
50 829 9.46 966
o 3 6.38 | 724 750 774 803 TS7 849 gar 911 UL
T T T T T T T 1 Time
0 1 3 4 5 L] T 8 9 10 _min
Arahis cal 1Afla 10T2 HT2_ ESI+ TIC CV:40V CE20V HT2 MRM:442->263
4-2 2.33e3 cps|
& 100 4 671 9.99 min|
50 4
8.40 8.96 951 984
o 4
T T T T T T T T 1 Time
0 1 3 4 5 ] T 8 9 10 min
Arahis cal 1Afla 10T2 HT2_ESI+ TIC CV:39V CE:28V T2 MRM:484->185
42 1.87ed cps
£ 100 720 9.99 min
50 4
821 9.02
€ 0 T T T T T T T T 1 Time
0 1 3 4 5 L] T 8 9 10 W0
Arahis cal 1Afla 10T2 HT2_ESI+ TIC CV:30V CE21V T2 MRM:484->215
4-2 1.88ed cps
2 10 4 7§2 9.99 min
[
E N \
|
€ 04 - . - : - - - - y Time
1] 1 3 4 5 L] T 8 9 10 WA
Arahis cal 1Afla 10T2 HT2_ ESt+ TIC CV:46V CE51V G2 MRM:331->189
42 — 2.%39893 cps
.99 min
7 100 4
0 3 7.82
416 430 465485 551 588 630 676 7.00 735 757 806 839 889 g1 940
o . . : . ' : : . 2 Time
0 1 3 4 5 (] 7 ] 9 10 min
Arahis cal 1Afla 10T2 HT2_ ESl+ TIC CV:50V CE34V G2 MRM:331->245
42 2.84e3cps
513 9.99 min
~ 100 4§
£
g @ ]
14
° T T T T T T T T v Time
o 1 3 4 5 & 7 8 9 10 min
Arahis cal 1Afla 10T2 HT2_ ESl+ TIC CV-46V CE50V G1MRM329->200
42 6.89€3 cps
~ 100 ] 5.40 10.00 min
2
¥
P
=
23 T T T T T T T T 1 Time
] 1 3 4 5 6 7 8 ] 10 min
Arahis cal 1Afla 10T2 HT2_ ESI+ TIC CV:54V CE:35V G1MRM:329->243
42 7.61e3 cps
~ 100 ] 540 10.00 min
£
E ]
e T T T T T T T T > Time
[ 1 3 4 5 6 7 8 ] 10 min
Arahis cal 1Afla 10T2 HT2_ ESi+ TIC CV:39V CE:30V B2 MRM:315->287
42 1.16e4 cps
~ 100 ] 565 10.00 min
Z A
g o |
0 T T T T — —— — T T — T ——— Time
'] 1 3 4 5 & 7 8 9 10 min

PucyHok 2 - XpomaTtorpamMa rpaflyMpoBO4HOr0 pactBopa C KOHLeHTpauuen adnatokcMHoB 1 Hr/mn u 10 Hr/mn gng HT-2 n T-2
B pexxume MRM
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Arahis cal 1Afla 10T2 HT2_ESI+ TIC CV:57V CE:33V B2 MRM:315->259

2

1.11ed cps

a8
565 10.00 min
= 100 4
®
50 ]
945
v q T T T T T T T T T 1 Time
] 1 2 3 4 5 6 7 8 9 10 min
Arahis cal 1Afla 10T2 HT2_ ESI+ TIC CV:41V CE:49V B1MRM:313->241
42 e 9.36e3 cps
9.99 min
= 100 A
z i
E 50 ] I
(1
& 370 J
> T T T T T T T T ~ T — Time
] 1 2 3 4 3 & 7 8 2 10 min
Arahis cal 1Afla 10T2 HT2_ ESI+ TIC CV-57V CE63V B1MRM:313->128
42 1.22e4 cps
. 100 ] 781 9.99 min
e
50 ]
589
838 873 893
. N\ Time
T T T T T T T T T o
0 1 2 3 4 & & 7 8 ? 10 min

PucyHok 3 - XpomaTtorpamma rpagyMpoBOYHOr0 pacTBopa C KOHLEHTpauuei adnatokcmHoB 1 Hr/mn u 10 Hr/mn gns HT-2 n T-2

B pexxume MRM
Arahis_2-1ESI+ TIC CV:39V CE:30V B2 MRM:315->287
550e3 cps
~ 100 ] 556 10.00 min
®
¥
P
580 745 015
€ o 3 - ———— e s D . SN -
T T T T T T r T T 1 Time
0 1 2 3 4 5 s 7 8 ] 10 min
Arahis_2-1ESl+ TIC CV:57V CE:33V B2 MRM:315->259
562e3 cps
~ 100 4 5.56 10.00 min
®
1Py
i | |53 639 668 79 743 838 go a8 917937 gg
e , ] S [ / § N\ e
T T T T T T T - T 1 Time
] 1 2 3 4 5 6 7 8 9 10 min
Arahis_2-1 ESI+ TIC CV:41V CE:49V B1 MRM:313->241
21ed cps
_ 580 9.99 min
z 100 4
E 1
o ; ; ; ; - l' ; : . ;  Time
0 1 2 3 4 5 [ T 8 9 10 _min
Arahis_2-1 ESI+ TIC CV:57V CE63V B1MRM313->128
- 8.66e3 cps|
| E 2 9.99 min|
> 10
6.71
g Cie e 404 475 8.38
.g 314 3.64 427 4.48 506 534 613 42 688 715 739 768 8.09 886 915935 9.76 998
o ]
T T T T T T T T T 1 Time

o 1 2 3 4 5 6 7 8 9 10 min

Pucynok 4 - MRM-xpomatorpamma npobbl apaxuca no BbibpaHHbIM nepexoaam Ans adnatokcunHos B1 n B2

PesynbraTbl

MpoBeaeHbl ONTUMM3aLMSA U NOAOOP YCIOBUIM ANg ONpeaeneHus Kaxkaoro 13 uccneayemMbiXx MMKOTOKCUMHOB.
B pe3ynbrate ncnbiTaHuii Gbinn onpeneneHbl MacCoBble 40U adIaTOKCUHOB:

e B1 -7 MKr/KT,

e B2 -3 MKr/Kr.

OcTanbHble MUKOTOKCUHbI B Mpobe He 0BHapyXeHbl.

3aK/loyeHue

[poBenEeHHbIN 3KCMEPUMEHT Ha MPUMEPe OnpeaeneHns MUKOTOKCUHOB [0Ka3as, YTo XXMAKOCTHbIA XpoMaTto-Macc-cnektpomeTp EXPEC
L-Chrom MS MoxeT 6bITb MCMOb30BaH A5 peann3almm aHaAn30B B 061aCT1 KOHTPOS KaYecTBa NMULLEBbIX MPOAYKTOB B COOTBETCTBUM
C CYLLECTBYHOLLMMM B HALLElM CTpaHe HopMaTUBHbIMK fokyMeHTamu. Ha EXPEC L-Chrom MS ncnonb3yetcs TexHonornsa agantmBHoM
peryinpoBKM ABOMHOMO BbICOKOYACTOTHOINO MCTOYHWMKA MUTAHKUS C 0BpaTHOM CBA3bIO, 06ecneynBatoLLas BbICOKOCTabWUbHYIO 1
CMMMETPUYHYI NOAAYY HANPSKEHWS HA Napbl CTEPXKHEN KBaAPYNONbHOro Macc-GunbTpa, bnarofaps Yemy ynyylaeTcs cenekTMBHOCTb
aHanu3a. Beicokne nokasaTenu 4yBCTBUTENbHOCTM NPMBOpa NO3BONSIOT 0OHAPYKMBATb HU3KME KOHLLEHTPALMK MUKOTOKCMHOB TaM, rae
Lipyrve npubopbl U MHCTPYMEHTaNbHblE METOLbI UX He BUAST. TexHONOorus 661cTpoit M 3hdeKTUBHOM A0CTaBKM MOHOB B Macc-aHanu3atop
(6e3 noTepb), npuMeHeHHas B Macc-cnektpomeTpe EXPEC L-Chrom MS, a Takxe 6bICTpoe yaaneHne MOHOB U3 COYAAPUTENbHOW SYeiiku
00eCneynBatoT BbICOKYH YyBCTBUTENBHOCTb aHANM3a U OTCYTCTBUE «3ddeKTa NamMsTh», YTO rapaHTMpyeT BOCMPOU3BOAMMbBIE Pe3yNbTaThl
aHanM3a [axke npu BBOAE «TPS3HbIX» nNpob.
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