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1. O6opynoBaHue 1 pacxoAHble MaTepuanbl [RASAtadtatiatiabad VETaHON

NMPOMbIBKa Boda

Fotector Plus ABToOMatnsnpoBaHHasa cucrema

TBEpaodasHom akcTpakumm ot Raykol novpoBaxue MeTaHon
Raykol Auto EVA-60 ABTOMaTU3MpOBaHHas 2.2 Ounctka obpasLoB
cucTeMa yrnapvBaHus B TOKe a3oTa
KoHauumnoHupymnTe KapTpuax T3
KapTtpumk T®3 HLB (RayCure HLB, 60 mg/3 MetaHonom (10 mn) n Bogont (10 mn) co
mL, kaT. RC-204-36473) ckopocCTbio 5,0 Mn/MuH. Bosbmute 200 mMn npobbl
YMCTON BOAbI, nobaBbTe OydepHbIn

pactBoputens EDTA-Mcllvaine (pH=4,0, 50 mn,
0,1 monb/n), 4TobblI OTperynMpoBaTb 3HadeHue
pH BoaHoW cpefbl (OTperynupymnte C MOMOLLbIO
MeTtaHon, Boga 0,1 monb/n pactBopa rngpokcuga HaTpud. Ons

TUNMUKO3MHA  3HadeHne pH  HeobGxoammo

posectn o 4,30, a octanbHble Makponugbl u
2. [lpyroToBrieHne cTaHAapTHbIX PACTBOPOB  TeTpauuknuHbl BbisBrsAloTca npu  pH  4,90),
nponycTute yepes kaptTpumpxk TOI co CKOPOCTbIO
5-7 mn/muH; 10 M BOOHOroO pacTBopa - CKOPOCTb
10 mMn/MMH 4Ons SNIOUMPOBaHUS  OCTaBLUErocs
Na2EDTA B kapTpuaxe T®O3I; nocne cyLlku
ncnonb3ynte 10 mn MmeTaHona 4ns 3NIOUPOBaHUS
co ckopocTbto 1,0 mn/muH. Cxema npouecca TO
nokasaHa Ha pucyHke. CobpaHHble 06pasubl
ynapbTe no4vTn Ao cyxoro coctosiHua npu 30°C m
[ETear o BB HLB (RayCure, pfaeneHun 5 psi. PacTBop Ans anoupoBaHus
60 mg/3 mL) aueToHuTpun-Boga (3:7) pasbaste go 1,0 mn ans
BO>XX-MC/MC aHanuasa.

B3O>KX ¢ Macc-CnekTpoMeTpU4eCcKUM OEeTEKTOPM

2.1 NMNpoBepeHne TP

Fotector Plus
OKCTPAKTOP TOO e (T =T
cuctema TP ot RayKol

Puc.3 Cxema npoBepeHus TP ¢ nomoubro Fotector Plus

3. lMpoBeaeHne aHanusa

3.1 YcnoBus KONOHKU

KOJIOHKa Waters XBridge BEH HILIC 2.5Mkm %21 Mmm x 50Mm

CKOpPOCTb
nOTOKA 0.200 mn/mMuH

Mo6unbHas
¢asa

A:10mM ammonium acetic (0.1% formic acid) , B: Methanol

GINEENTEY 35°C
KOJIOHKM

O6bem 10MKnN
MHXeKLMU

TSGR Macc-CnekTPOMEeTpUYeCKuii
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ESI’

noTok rasza RNV

LGN ETEW o ER 350°C

HapsxeHue 000

EELELTEES 35psi

Makponuabl: 0,0-1,5 muH, 93% nogswxHon dasel A, 1,5-3,0 muH, 60% noasmkHOM
dasbl A, 3,0-3,5 muH, 10% nogswxkHon dasbl A, Bbligepxkka 2 MuH, 5,50-6,0 muH, 93%
noaswxHon gasbl A; 6,00-10,0 mMuH, 93% nogsuxHom dasbl A. TeTpaumknud: 0,0-0,50,
80% noaswxHon dasbl A; 0,50-2,0, 30% noaswkHON a3kl A, BblAEpKaTb 2 MUHYTHI;
4,00-4,10, 90% nogswkHon ¢asbl A, BblgepxaTb 3 MUHYTbI.

rpagueHTHoe
anoupoBaHue

3.2 MRM napameTpbl

Cell
Compounqg Precursor Collision
Product lon Fragmentor Accelerator
Name lon Energy
Voltage
120

427 1 40 6 7
TeTpauuKnuH 445.2 410.1 40 120 14 7
154 40 120 26 7
443.2 40 115 8 7

OkcuTteTpau 461.2
MKNUH 426.1 40 115 12 7
444 1 40 120 18 7

XnoprteTpay 479.2
VKIUH 462 40 120 12 7
428.1 40 125 14 7
HoKCUUMKNUH 445 3211 40 125 30 7
267 .1 40 125 38 7
359.1 20 128 13 7

JIMHKOMULMH 407
126 20 128 29 7
1741 20 215 37 7
425 377.2 20 150 17 7
126.2 20 150 29 7
696.5 20 215 41 7

TUNMUKO3UH 869
174.3 20 215 49 7
576.4 20 160 13 7

734
158.1 20 160 29 7
145.1 20 215 41 7

TunosuH 916
174 1 20 215 37 7
215.2 20 215 22 7

rMTapMULVH 772
174.2 20 215 29 7
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109.1 20 215 41
158.4 20 160 40

Pokcutpomu 837
LMH 158.4 20 160 40
1741 20 215 33
109.1 20 215 49
174.2 20 185 25
109.1 20 185 41

[KO3aMULMH 828

CNMpamMULIMH 843

N NN NN NN

Ta6nuua 1. MapameTpbl 0GHapyXeHUs1 TaHAEMHOW Macc-crnekTpomMeTpum 4
3. 3 xpoMaTorpammbi TeTPauuKnMHOB U 9 MakponupoB
Ha pucyHke Hmke npeacTaBrieHbl Macc-crnekTpbl 4 06pa3uoB TeTpaumKnHa n 9 coeguHeHnn
MaKpoJMaoB:
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4. NMpoBepKa ocyLlecTBUMOCTU MeToAa

4.1 MNMposBepka adpchpekTa maTpuLbl

Bo3bmMuTe npoby umcTon BOAbl, BbLINOMHUTE
OonucaHHble BbiWe 3Tanbl  06paboTkM  NpoOHI,
ynapbTe asoToM [0 MOYTU CyXOro COCTOSIHUS,
nobaBbTe cTaHgapTHbIN pacteop (1 ppm, 20 MKn) K
poseaute obbem go 1 mn gnsa aHanusa BOXX-MC/
MC. Ecnu koHueHTpauusa ¢ gobasneHveMm matpuubl

TOYHA, Bbl MOXETe HampsMyl UCnomnb3oBaTh
CTaHOApPTHY  KPMBYKDO AN KOMUYECTBEHHOro
onpefdeneHns obpasua; ecnM  oHa  HEeTOYHa,

VICI'IOﬂbSyIZTe KpuBYyHo C nobaBneHnem MaTpuubl Ana
BbINOJIHEHNA KONMM4YeCTBEHHOIO aHannaa.

0.20.40.60.8 1 ].2].41506”1]&{3 &) %SZ%dgﬁfﬁf&"}?) 32343638 4 4.24.4

Beibepute nnowagp nvka KOMYECTBEHHONO MOHA
Mo OCu opauHaT, a KOHUEHTpauuio no ocm abcumucc u
NMOCTPONTE  KOPPENSALUMOHHYIO  KPUBYHO. KpuBas
npeacraBnaet cobom  NMHEWMHY  perpeccurd  c
OLMHAaKOBbIM BECOM Ansa kaxgon Todku. CocTaBbTe
pabouyto kpuyto, Tpebyiowyo R2>0,99; aTy KpuByio
HeoOX0AMMO nepeHacTpanBaTb pa3 B ABe Hegenu.

4. 2 Mpumep TecTUpoBaHUA

YUT06bI NpOBEPUTL CTENEHb U3BMEYEeHNs 3TOro MeToaa,
B 3TOM 3KCrnepuMeHTe Obinn nobasneHbl
BbllLeyKasaHHble 9 Makponuaos u 4 craHgapTta
TeTpaumknuHa (20 mkn, 1 Mr/n) B O4YMLLEHHYIO BOAYy
(200 mn) M npoBegeHa npoBepka CTaHAAPTHOrO
OOMONMHUTENBHOIO BOCCTAHOBIEHNS (n = 4).
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- RayKol

PesynbTatbl ncnbiTaHun npegcTtaenensl B Tabnvue 2. pH = 4,90 ucnonb3oBanu Ans YeTbipex BUAOB
TETPaUMKNMHOB M MakponugoB (ans tunmuko3nH pH = 4,0). CteneHb M3BNeYeHuWs OEBATU MaKpOnvaoB
konebanacb ot 80,00% po 120,00%, n Tonbko Ans cnvpamuumHa coctaBuna 70,60%. OTHocuTenbHble
CTaHOapTHble OTKINOHEHMS 4 TETPAUMKITMHOB U 9 MakponugoB Haxoamnuch B npegenax 13%. OTo nokasbiBaer,
YTO 3TOT METOA MOXET ObiTb XOpOLWO NPUMMEHEH ANna obHapyXeHus 4 BMOOB TeTpauUKIMHOB M 9 BMOOB
MakponugoB B npobax Boabl.

CTteneHb CTteneHb

n3Bne4vyeHus M3Bnequm|(

CTteneHb CTteneHb

n3Brie4yeHus M3Bnequvm(

BelecTBO ERSALES

Average RSD(%)

(Compound) (%) %) (%) %)

Sample-1 Sample-2 | Sample-3 | Sample-4 | Recoveries(%

90.08 95.33 77.90 73.11 84.10 12.30
107.41 93.89 78.81 94.35 93.61 12.49
112.01 111.00 96.73 89.16 102.23 10.92
JIUH
W 107.40 103.62 108.19 108.92 107.03 2.20
W 120.33 118.83 96.95 97.75 109.72 11.85
w 85.80 97.58 79.43 80.03 85.71 9.82
TUIIMUNKO3UH
94.00 107.04 95.95 79.12 94.03 12.21
(pH 4,3)
120.17 97.93 98.26 107.81 106.04 9.88
106.58 98.01 95.01 92.99 98.15 6.10
90.69 93.19 80.12 90.29 88.57 6.53
91.45 108.84 97.82 92.18 97.57 8.23
106.02 93.22 102.22 84.97 96.61 9.76
75.18 68.01 67.98 71.22 70.60 4.83
Ta6bnuua 2. CTeneHb u3BnevyeHus n saHayeHne RSD ansa npo6 uncton Boabl (100 Hr/n)

5.3 Ons 3MIONPOBaHMSA HeobxoaMmo

5. Pe3yanaTb| n BbiBOAbI ucnonb3osate 10 Mn BogHOro pacTBopa, 4YTOObI

obrnerunTe yganeHune octatodyHon OJOTA B

kapTpugke TPD um He ponyctutb, 4TOObI OHa
MeLuana obHapyXeHUo CoeauHeHWI dnakcauuHa B
nocrneayLem aMeHTe.

5.1 [Ona paHHoOro meTtopa cregyeT yuuTbiBaTb
BNUsiHne maTtpuubl. [loMexu Ha 3TOM 3Tane
BO3HMKAIOT HE TONbKO U3-3a BIUSIHUS MpUMEcen B
npobe Bogbl, HO N K3-3a MeLlAKLWMX NPUMECEN,
UMEIOLLMXCS B HENPOBEPEHHbIX KapTpugxax T3,

MCMoNb3yeMbIX PacTBOPOB XpomaTorpacdmnyeckoro
knacca u T. p. [losatomy BO usbexaHue
BO3HUKHOBEHUS MaTpUYHOro adpdekta Heobxoguma
npoBepka npouecca Npo6GonoaroTOBKN.

5.2 Ecnn kaptpugk TO3 npeacraBnsieT
cobon mopgenb C KoHueHTpauuen 500 mr/6 mm,
BpeMs CYLUKM KOMOHKW cregyeT yBenuuutb o 20
MUHYT. B npouecce npoayBkM asoToM U
KOHLIEHTPUPOBAHMUS KOHEYHOro areHTa cnegyer
KOHTpONnMpoBaTb CTEMEHb BbICbIXaHUS WU He
JonyckaTb YpE3MEPHOro BbIChbIXaHWS.

6. MNpenmyuwectBa

BbicokonpounssoguTenbHas
aBTOMaTU3NPOBaAHHAA cucTeMa TBepaodasHon
akcTpakumm Fotector Plus obpabatbiBaet 6
obpasuyoB ogHoBpemMeHHO M 60 obpasuoB 3a
OoOHYy 3arpy3ky. Bce ocCHOBHble KOMaHAbl:
aKkTMBauusi, 3arpyska, NpoMbIBKa U 3toMpoBaHune
NOSTHOCTbIO aBTOMaTU3NPOBAHbI, yTO
3HAYNTENbHO MOBbLIWAET 3PAEKTUBHOCTL U
HadeXHOCTb npubopa, obecneynmBaeT BbICOKYH
CTeneHb uM3BneveHusi. ABTOMAaTU3MpPOBaHHAasi
cuctema ynapmBaHus B Toke asoTa Auto EVA-60
BbIMOSTHAET ObICTPYHO KOHLIEHTpaLuMio 06pasuoB.



ABTOMaTU3NPOB ABTOMaTU3NPOB

aHHas cuctema aHHas cuctema

TBepaodasHomn ynapvBaHus B
3KCTpPaKuumn ToKe asoTa

cepum Fotector cepuu EVA ot

ot RayKol RayKol
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Beaywmn noctaBLMK peLUeHUN AN aBTOMaTU3UPOBaHHOM
noaroToBKU Npoo6
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