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AHanu3 amdgeraMmMHOB B MO4Y€ METOAOM
XX-MC-MC ¢ ucnonb3oBannem copbeHra
Agilent Bond Elut Plexa PCX u konoHku
Agilent Poroshell 120 B cootBercTBUM C
npepnucauuamu SAMHSA
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Pe3iome

B cootBeTcTBMM C HOBbIMM PYKOBOACTBaMM YMipaBrieHuUa Cny>0bl NeyeHna HapKoTUYEeCKOiA
3aBucMMocTH U neuxuyeckux pacctpoiict (SAMHSA) 8 CLUA, aeictBytowmmu ¢ okTabpa
2010 r., paspeluaetca npumenatb metogbl XKX-MC-MC ana noarepxaeHus pesynbTatoB
nepBoHavarnbHbIX UCMbITaHUI nekapcTBeHHbIX cpeacts [1]. Mockonbky Ana metoaoB XX-
MC-MC o6bIuHO He TpebyeTca BKNOYEHME 3Tana AepuBaTU3alium, 3a4acTyio OHU MeHee
CNOXHbI MO CpaBHEHUIO ¢ Ucrnonb3yemMbiMu paHee metogamu [X-MC. Mpeactasnaem
MeTo/A aHanuaa nATM amdgeTaM1HOB, KOTOPbIA OTBEYaeT NocneaHUM TpeboBaHUAM
SAMHSA B oTHOLLEHMM NUHeiiHoCcTH, Npeaena ob6HapyxeHua ([10), TouHocTH U
NPeLn3uoHHOCTH, a TakxKe onpeaeneHna adyhekta MaTpULibl, CTENEHU U3BMEYEHUA U
o6Lueii agh(heKTMBHOCTM NpoLiecca. 310 OANH M3 LLIECTH YNPOLLEHHbIX METO/0B, KOTOpble
0XBaTbIBatOT BCe Knacchbl KOHTponmpyeMbix SAMHSA nekapcTBeHHbIX CpeacTB U B KOTOPbIX
ucnonb3yetca nepeoknaccHaa npoaykuua Agilent, B Tom uncne KOMOUHUPOBaHHbIi
nonumMepHbiid copbent ana TOJ Agilent Bond Elut Plexa PCX, kononku ana XX ¢ 2,7 Mkm
noBepXHOCTHO-nopucTbiMu Yactuuamm Agilent Poroshell 120 EC-C18, cuctema XX Agilent
1200 Infinity u TpexkaapynonbHbiii XX-MC Agilent 6460 ¢ ycoBepLieHCTBOBaHHbIM
anektpopacnbinutenem AJST (Jet Stream, ¢ chokycMpOBKO#i TemnepaTypHOro rpaaueHTa).

Agilent Technologies



Beenenue

AmMcetamMmMHbl — 3T0 NCUXOCTUMYNMPYIOLLME BELLIECTBA, BXOAALLME
B rpynny CUMNaTOMUMETUYECKUX aMUHOB, KOTOPbIE UMUTUPYIOT
[NlefCTBUE 3HAOTEHHbIX HEMPOMEeANaTopOB, TakUX Kak anuHedpuH
(anpeHanuH), HopanuHethpuH (HopaapeHanuH) u AodamuH.
AmderamuHbl 06Hapy>XeHbl B TUCTbAX XBoliHUKA kKumalicko2o
(Hanpumep, acpeapuH) v Bnepsbie OGbINKU CUHTE3UPOBAHbI B KOHLIE
XIX cTonetua. 310 Npon3BoHble EHUNITUNAMUMHA, Y KOTOPbIX,
Hapaay ¢ ApYruMM 3amelLieHUAMM, K anba-aTomy yrnepoaa
npucoeanMHeHa MeTunbHaA rpynna (puc. 1). 3HauuTenbHaa yacTb
amceTaMMHOB BbIBOAMTCA C MOYoii 6e3 nameHeHuii. Mocpeactsom
AemMeTUnMpoBaHuA 6onee croxHble NPOM3BOAHbIE aMdeTaMuHa B
npouecce o6MeHa BELLLECTB NpeBpalLLaloTca B coeanHeHnsa ¢ 6onee
MpOCTOM CTPYKTYPOM, HanpumMep mMeTamceTaMuH NpeBpallaerca B
amderamud, a MDMA 8 MDA [2]. B cootsetcteum ¢
pykosoacteamu SAMHSA o1 2011 r. ana noATBEpPXAEHMA
npucyTCcTBUA NATM aMeTaMUHOB — amdeTaMuHa,
meTamderamuta u npoussoanblx (MAA, MOMA u MA3A) —
Heo6Xx0AMMO NPOBOAUTL CKPUHUHT. MeToa noATBepXKAEHUA A0NKEH
MMETb BO3MOXHOCTb OTIMYNTb 3TU BELLIECTBA OT COEAUHEHMUIi CO
CXOAHOM CTPYKTYPOM, ABNAIOLLMXCA MOTEHLMANbHbIMMY MELLALLMMHU
KOMMOHEHTaMM, K KOTOpbIM 0THOCATCA 3acheapuH, ncesao3deapuH,
theHTepMuH U deHunnponaHonamuH (PPA unu HopadeapuH).

B metopax MX-MC, TpaaMumoHHO Mcnonb3yembix AnA 06HapyKeHus
amcetamuHoB, 06bI4HO NpOBOAMNACH NpeABapuTenbHan obpaboTka
nepioAaTom AnA OKMUCNEHNA TUAPOKCUDEHUNITUIAMUHOB
acheapuHa u ncesaoacheapuHa, Ytobbl TakuM 06pa3oM UCKMOYUTL
BO3MOXHble NOMEXH, CO3aBaeMble 3TUMU coeanHeHnamu. Mol
UCKMIOYMNM 3TOT 3Tan WU NPEANOXUIM BMECTO HEro HaZeXxHoe
Xpomarorpacuyeckoe pasjeneHue BCeX UCCNeyeMblX aHanuroB B
COOTBETCTBMM C MocneAHUMM pykoBoacteamu SAMHSA.

Mo HoebIM TpeboBaHuam SAMHSA npeaenbHaa KoHUeHTpauua Ana
MOATBEP>XKAEHUA NPUCYTCTBUA BCeX aMheTaMMHOB COCTaBNAET

250 Hr/mn, a npeaen o6HapyxeHua Ha yposHe 10 % npeaenbHoi
KOHUeHTpauuu coctaenaet 25 Hr/mn [1]. Mockonbky B HEKOTOPbIX
06pasLax Mo4YM MOTYT 0XMAATbCA BbICOKME KOHLIEHTpaLMm

amdetamuHos, aAna Bcex metogos Agilent SAMHSA Bmecto
KOMOHKM C BHYTPEHHUM ANamMeTpoM 2 MM 6binio peLeHo
ucnonb3oBaTb 6onee BMecTuTenbHyo konoHky Agilent Poroshell 120
C BHYTPEHHUM Anametpom 3 MM. 3a cyet YacTuL, pasmepom 2,7 MKM
¢ nopuctoit noBepxHocTbio koroHku Poroshell 120 umetor 1y xe
3hheKTMBHOCTb, YTO M KOMOHKK Ana B3XKX caepxBbicoKoro
[JaBNeHNA C pa3MepoM YacTul, MeHee 2 MKM, HO ¢ 06paTHbIM
nasnexuem Ha 40 % Huxe. Takum o6pasom, Aaxe npu
ucnonb3oBaHun cuctem XXX ¢ gasnenunem 400 6ap 3T KONOHKM
MO3BONAIOT MOBbICUTL Pa3peLLeHue U CoKpaTUTb BPEMA aHanusa u
MOBTOPHOTO YPaBHOBELLIMBAHWA NyTEM YBeNMYEeHUA CKOPOCTH MOTOKa.

lMpocToit MeToa 3KCTpaKLIMK, ONUCAHHbIA HUXE, NO3BONAET
MoMnyYyuTb BOCMPOM3BOAUMYIO BbICOKYH CTEMEHb M3BMEYEHUA
amceTammuHOB bnarogapa YHUKanbHbIM XxapakTepucTukam
copbeHtoB Agilent Bond Elut Plexa. B otnuuue ot apyrux
nonumepHbix copbeHTos Plexa obnaaaet ruapoKCUNMPOBaHHOIA
MOBEPXHOCTbIO, HE COAEp>KalLei aMUAOB, KOTOPaA UCKMOYaeT
cBA3bIBaHME ¢ Genkamu, 3a CYeT Yero A0CTUraoTcA
MWHUMarnbHaA MOHHAA cynpeccua U MakcumanbHas
YyBCTBUTENbHOCTb. HU3KaA AMCNEPCHOCTb W OTCYTCTBUE MbINEBbIX
yacTuLl, cnocobHbIX BbI3BaTb 3aKyNOpKy, 06ecrneynBatoT BbICOKYHO
CKOPOCTb MOTOKA W XOPOLLY0 BOCTIPOU3BOAMMOCTD.

MockonbKy B NpeAcTaBneHHOM MeToAe 06bLeM BBOAUMOI

npobbl cocTaBNAET BCEro 2 MKM U npeABapuTenbHoe
KOHLEHTpMpOoBaHue o6pasua He TpebyeTca, OH JeMOHCTpUpYeT
npekpacHoe cooTHowleHue «curHan — wymy (C/LWL) (> 400 : 1
npu ckopocti notoka 25 Hr/mn, Ha yposHe 10 % ot npeaenbHo
KOHUeHTpaumu, yctaHosneHHoi SAMHSA ana noatBepxaeHus
npucyTcTBMA aMeTaMMHOB), 3a CYET MOBbILLEHHO
yyBcTBMTENbHOCTH TpexkeaapynonbHoro XKX-MC Agilent 6460 ¢
anektpopacnbinutenem AJST.

B npeapiaywmx metoamkax ot Agilent ucnonb3osanca
TpexkBaapynonbHbli XKX-MC Agilent 6410 n apyrue usaenma u
npoueaypbl ana TOI n XX [3,4].
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Puc. 1.  AmcbetamuHbl U MeLLalOLLMe KOMMNOHEHTbl — aHanuUTbl U UX CTPYKTYpHble (hOpMYfbI.



Cranaaptbl nekapcTBeHHbIX CPeAcTB Bbinu NpuobpeTeHbl B
komnaHuu Cerilliant Corporation B Buae pactBopoB B 3TaHOMe C
KoHueHTpaumamu 1 mr/mn (amcdetamuH, MeTamdetamuH u
npoussoaHble (MOA, MOAMA, M3A), acheapuH, nceaoaceapuH,
(hentepmun u dennnnponaronamu) u 100 mr/mn (amderamun-De,
metamtperamui-Dg, MDA-D;, MDMA-D; u MDEA-Dy).

Marepuanbi n o6opynoBaHue

T03:

+  natpoHbl Agilent Bond Elut Plexa PCX, 30 mr, 3 mn

(kar. Ne 12108303);
+  BakyymHblii konnektop Agilent VacElut 20 (kat. Ne 12234100);
*  3anopHbiil kpaH Agilent (kat. N 12234520);

*  chnakoHbl Ana aBrocamnnepa Agilent Ha 2 mn
(kat. Ne 5182-0716);

* HaBMHYMBAIOLLMECA KPbILLIKK K dhriakoHam AnA aBTocamnnepa
Agilent (kat. Ne 5182-0717).

XKX:

+  konoHka Agilent Poroshell 120 EC-C18, 3 x 50 mm, 2,7 Mkm
(kat. Ne 699975-302);

+  cucrema XX Agilent 1260 Infinity (Mukpogerasatop G1379B,
6uHapHbIii Hacoc 1312B B KOHcUIrypaLmMm ¢ ManbiM MepTBbIM
o6bemom, arocamnnep G1367E u tepmoctat G1330B).

MC:

+  cucrema TpexksaapynonbHoro XX-MC Agilent 6460A ¢
noHusaumeii anektpopacnbinutenem AJST.

Mpo6onoaroroBka

MpepBapurenbHaa o6pabotka

Beeaute B 06pasew; Moun o6bemom 0,5 Mn BHYTpEeHHME CTaHAAPTbI
npu KoHueHTpauum kaxaoro 500 Hr/mn; pekomeHayetca
UCMONb30BaTh CTEKNAHHbIE NPo6upku 12 x 75 mm. [lo6asbte 1 mMn
2% MypaBbUHOI KUCTOTbI, MEpemMelLaiTe Ha BOPTEKCE; ecru
pacTBOp MYTHbIN, LIEHTpUChYTMpYiiTe.

JkcTpakuua

1. Tloarotoska konoHku Bond Elut Plexa PCX ¢ nomotubto 0,5 mn
MeTaHoa: NponuTath U Aatb CTeYb KannAaMK.

3arpyautb 06pasew/Haf0Cca0uHYIO XNIKOCTb.

Mpombieka 1: 1 mMn 2 % MypaBbUHOI KUCNOTbI.

Mpombieka 2: 1 mn MeTaHona.

Mpocywwmts 5-10 muHyT B Bakyyme (255-380 mm pr. c1.).

S S

JntoupoBath 1 Mn CBEXXENPUTOTOBNIEHHOM CMecH 3Tunalerara,
meTaHona u ruapokcuaa ammonua (50 : 50 : 20). Jats anoaty
CcTeyb Kannamu Bo dnakoH Ana c6opa anoara, 3aTem
YCTaHOBWTb HU3KMWiA Bakyym (50—75 mMm pr. cT.).

7. Bbinaputb B notoke a3ota 4o o6bema 0,2 mn npu
Temneparype < 37 °C.

8. [o6asutb 100 mkn 0,025 H pacteopa conaHoi KUCnoTbl B
MeTaHorne, nepemeLuaiite Ha BopTekce.

9. Beimaputbs gocyxa.

10. PacTBoputb cyxoit octatok B 0,5 Mn ucxoaHoi noaBMXKHOM
thasbl (15 % metanona, 85 % sogabl, 0,1 % MypaBbuHoi

KMCNOTbI).
XX-MC-MC
Ycnosua XKX

MoapuxHan hasa A
MoasuxHaa thasa B
Ckopoctb notoka
paauneHt

Bpema ocTtaHoBku

BpeMﬂ BOCCTaHOBNEHMUA
KONOHKK nocrne aHanusa

MakcumanbHoe aasneHue

Hacoca
06bem BBOAMMON NPoGbl

BBoa npo6bl ¢ NpOMbIBKOW UMbl

lpombiBKa urmbl

0,1 % mypaBbuHoIi KuCTIOTbI B BOAE
0,1 % mypaBbWHOW KUCNOTbI B MeTaHome

0,8 mn/mun

Bpemsa (muH) % B
0,0 15
15 15
35 30
36 90
6,6 90
6,7 15
6,8 MuH

2 MUH

400 6ap

2 MKR

Yepes nopr AnA NPOMbIBKM, PaCTBOPOM
meTtaHona u Bodbl (75 : 25) B Tevenme 10 ¢

Hanoxetue BB0A0B Npo6bl OTKNIOYEHO
AsTOoMaTyeCKOe yMeHbLUEHHe MepTBoro 06bema He yCTaHoBMEHo

Ycnosua MC

Hapamerpbl UCTOYHUKA MOHU3aLMK IneKTpocnpeemMm

Pexum noHu3aumum

HanpaxeHue Ha Bxoae
B Kanunnap

CKOpOCTb noToka
oCyLiarlLero rasa

Temnepatypa ocyLiatoLLero rasa
['a3, nopaBaeMblil B pacnbinutens

CkopocTb noToka rasa
nepudepuiiHoro cnoa

Temnepatypa rasa
nepucepuitHoro cnos

HanpaxeHue Ha conne
pacnbinuTens

Napamerpbl MC
Tun ckaHupoBaHuaA

Makpoc, 3anyckaemblit
nepez aHanuaom

BpemeHHble cermeHTbl

Hanpaxetue ymHoxutena

(Delta EMV) (+)

MonoxuTenbHbIA
4000 B

10 n/mMuH
350 °C
35 psi

12 n/muH
400 °C

0B

MRM

SCP_MSDiverterValveToWaste()
{MH_Acq_Scripts.exe}

#1: 0,6 MuH (ana otaenexua nomex) unu

1,2 MuH (TonbKo AnA NATM ameTaMUHOB) —

KpaH otBoga B MC

2008



Pe3ynbratbl n 06cyxpenune

B kucnoit cpeae amuHorpynna amd)eTaMMHOB NPOTOHMPOBANach,

1 aHanuTbl achPeKTUBHO yAEpXKMBANUCh HA NoNUMepHOM copbeHTe
Bond Elut Plexa PCX 3a cuet coyetaHua ruapodobHoro
B3aMMOAEICTBUA U CUNBHOTO KaTMOHHOTO 06MEHa.

bnarogapa npombieke 100 %-HbiM MeTaHONOM 6bINIO UCKIOYEHO
BNUAHME GONbLUMHCTBA KOMMOHEHTOB MaTpuLbl 6€3 NoTepb aHanuTa
copbeHtom. B opraHuyeckuii pactBoputenb 106aBunu cunbHoe
OCHOBHOE COe/IMHEeHNe, YTo6bl pa3pyLLMTb MOHHOE B3aMMOAENCTBUE
mexay ametraMUHaMM U CUNbHbIM KaTMOHOOOMEHHUKOM.
CreneHb M3BNeYEHNA ONTUMWU3NPOBANY 3a CYET UCMONb30BaHUA
[NIBYXKOMMOHEHTHOTO OpraHMYeckoro pacTBOpPUTENs, COCTOALLIETO U3
50 % atmnauerata u 50 % meraxona ¢ ao6asnexunem 20 % NH,0H
Henocpe/ACcTBEHHO Nepe/ 3nupoBaHneM obpasiia.

AmMcetamMmuHbl — 3T0 BECbMa NeTy4Yne COeANHEHUA, KOTOPbIE MOTYT
MCNapATbCA Ha CTaZMM BbINapUBaHUA PacTBOPUTENA BO BPeMA
npo6onoAroToBKM; YT0BbI 3TOr0 M36eXarh, UX 0CaXaaloT B BUAE
coreii nytem ao6asnexns conaHoi kucnoTsl. Jlyyiwe Bcero
nob6asnatb HCl 6nuxe K KoHLY BbinapuBaHua, YTo6bl 3bexatb
06pasoBaHnA conen xnopuaa aMMOHUA, BbI3bIBAIOLLUX UOHHYIO
cynpeccuio.

Ha puc. 2 nokasaHo npeBocxoaHoe pasaeneHue natu amgeTaMmmHos
1 NOTEHLMANbHbIX MELLAIOLLMX KOMMOHEHTOB, YCTAHOBMEHHbIX
SAMHSA, Ha kononke Agilent Poroshell 120 EC-C18, 3 x 50 mm,
2,7 MKM; AiNA NOMHOTO pasaeneHna notpe6oanoch 3,2 MUH.
Paapnenenue Ha XXX HaunHanu ¢ maroi 40NN OpraHUYecKoro
pacteoputens (15 %), 4toBbl conu 1 Apyrue NONAPHbIE KOMIMOHEHTI
MOYM 3MIOMPOBANK B Havane aHanusa o6pasua. Kaxapiit aHanua
06paslia HauMHanu ¢ 0TBOAa NepBO NOPLMK NOTOKA B OTXO/bI,
yT06bI CBECTM K MUHUMYMY 3arpA3HeHne UcTouHuka. Coop AaHHbIX
HauMHanu cpasy nocne nepekniYeHna oTBOAHOIO KpaHa. CkopocTb
notoka 0,8 Mn/MuH No3Bonuna cokpatutb BpeMs pasaeneHuns u
MOBTOPHOTO YPaBHOBELLIMBAHMA.
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3aBucumocTb oTcyeTa oT BpemMeHu c6opa AaHHbIX (MUH)

Puc. 2. Pazaenenune amheTaMUHOB M MOTEHLMANbHBIX MELLALLIMX
KomnoHeHToB Ha konoHke Agilent Poroshell 120 EC-C18,

3 x 50 MM, 2,7 MKM — HanoxeHHble xpomatorpammbl MRM

Mo BblAeneHHoOMY MOoHY. KoHLeHTpaLma Kaxoro aHanuTa
cootsetcTayeT 50 Hr/mn. MopAagok anMpoBaHNA NUKOB:

1. dhenunnponaHonamuH; 2. acheapuH; 3. nceBao3eaApuH:;

4. amdperamu, 5. metamdperamun 6. MAA; 7. MOMA; 8. M3A,;
9. dheHTepMUH.

[InA aHanu3a HeckoNbKNUX CoeaUHEHUI A PEKOMEHAYETCA METO/
anHamuyeckoro MRM ¢ ucnonb3oBaHuem BpemMeHu yaep>KuBaHua
¥ BpeMeHHoOro okHa (aenbta BY) ana onpeaeneHHbIX nepexo/os.
Ecnu obecneyeHo xopoluee oTAeneHue o1 MeLlatoLLmx
KOMMOHEHTOB 1 BeAeTcA c60p AaHHbIX UCKIIOYMUTENBHO MO NATU
ameTamnHam, KpaH MOXHO NepeknioyuTb U3 NoNoXeHua
«OTX0/bI» B MOMOXEHWE «MacC-CrekTpoMeTpy Ha 1,2 MUH BMecTo
0,6 MmuH (BpemeHHoii cermeHt Ne 1 8 metoae MC).



B cootBetctBum ¢ pykosoactBamu SAMHSA kak ana uenesoro
COeAMHEHNA, TaK W ANA BHYTPEHHEro cTaHAapTa A0MXHbl
MCMONb30BaTbCA OAMH KBAHTUCHMKATOP M MUHUMYM OAMH WOH-
kBanudukarop. [InA NonHoin yBepeHHOCTU N0 BO3MOXHOCTH
PerucTpupoBany TpeTuit nepexos ANA LEnesbix aHanuTos (tabn. 1).
B M0 Agilent MassHunter ana konnyecTBeHHoro aHanuaa 6binu
paccynTaHbl COOTHOLLIEHWUA MOHOB-KBANWU(KUKATOPOB, U T€ U3 HUX,
KOTOpble 0Ka3anuchb 3a npejenamu nNpuemnemMoro AuanasoHa,
6bIIM aBTOMATMYECKU MO/ACBEYEHbI.

Tabnuua 1. MRM-nepexoabi.
Coepunenue Mpepwecr- Douepuuit  Jneprua OparmeH-
BEHHUK coyAapeHna  TauMOHHaA
Aveiika
AmderamuH 1361 1191 64 4
Amderamun 1361 91.1 64 14
Amderamun-Dg 1421 1251 66 5
Awmderamun-Dg 1421 93,1 66 13
MAA 180,1 1631 92 5
MAA 180,1 105,1 92 17
MAA-D; 185,1 168.1 68 5
MAA-D, 185,1 1101 68 21
MA3A 208.1 163,1 88 8
MA3A 2081 1331 88 17
MA3A 208,1 105,1 88 21
MI3A-Dg 2142 166,1 90 8
MI3A-D, 2142 1081 90 25
MAMA 1941 1631 84 5
MAMA 1941 1351 84 17
MAMA 1941 105,1 84 21
MAMA-D, 1991 165,1 82 4
MAMA-D; 1991 1071 82 25
MetamcpetamuH 1501 1191 80 4
MertamcpetramuH 150,1 91,1 80 16
Meramdperamun-Dg 159,2 1252 77 5
Meramdperamun-Dg 159,2 931 77 13
Jeapun-
ncesaoaeapuH 166,1 1331 80 21
(OeHTEpMUH 1501 1331 80 6

(OenunnponaHonammH 1521 171 80 20

[ina Bcex nAtM amMmceTaMUHOB (Npy KOHLEHTpaUun 25 Hr/mn) 6binu
nonyyeHbl cooTHowwenua C/LU ana nukoB kBaHTUhUKATOPOB,
npesbilwasiuve 400 : 1 (puc. 3, BepxHAA NaHenb: Noka3aHo
cootHowenue C/LU ana nuka kBaHtchukatopa). 310
AEMOHCTPUPYET BblAAIOLLYIOCA NPOU3BOAUTENILHOCTD CUCTEMDI
TpexkBaapynonbHoro XXX-MC-MC Agilent 6460, ¢ nomouibio
KOTOPOI MOXHO C BbICOKOIA CTEMEHbIO HAIEXXHOCTU ONpe/enaTb
BCE NATb aM()eTaMUHOB Ha YPOBHE Maroii J0NU 0T npeaenbHOM
KOHLIeHTpauuu, yctaHosneHHoit SAMHSA.,

~+MRM (208,1 - 163,1) L1-1 am-r002.d
x10% Lym (ot nuka ao nuka) = 120,10; C/LlJ (2,88 MMH) 481,2
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Puc. 3. HanoxeHHble xpomatorpammbl MIRM no BbiaeneHHOMY UOHY
AnA KBaHTU(HMKATOPOB amd)eTaMuHOB (25 Hr/Mn) U KBaHTU(HUKATOPOB
BHYTpeHHUX cTaHAapToB (500 Hr/mMn) B 3KCTPaKTe MOYM Ha KONOHKE
Agilent Poroshell 120 EC-C18, 3 x 50 mm, 2,7 mkm. Mopazgok
3MIOUPOBaHMUA NUKOB: BEPXHAA NaHenb — 1. ampetamuH;

2. metamdpetamun; 3. MIA; 4. MOMA; 5. MOJA; HuxHAA naHenb —
1". amperamun-Dg; 2'. meramcperamun-Dy ; 3" MOA-Dy ;

& M.[lMA-D5; 5" MO3A-D;;. O6nactv wwyma BblagneHbl XUPHbIM.



Ha puc. 4 npeactaBneHbl npuMepbl KanubpoBOYHbIX KPUBbIX AN
3KCTParMpoBaHHbIX CTaHAAPTOB MOYM Ha MATM YPOBHAX
KoHUeHTpaumu. KanubpoBoyHble cTaHAapTbl GbInv MOAFOTOBMEHbI
nyTem BBEAEHMA B YUCTYHO MOYY COEAMHEHWIA, NMPeACTaBNAKLLMX
KaXAbliA U3 MATM KNaccoB aMheTaMUHOB, NIPK KOHLEHTpauuax 25,
250, 1000, 5000 1 10 000 Hr/mn. Jo6aBunu aeifTepupoBaHHbIe
BHYTPEHHME CTaHAapThbl ANA KaX/0r0 aHanuTa ¢ KOHLEeHTpaLuen

Amderamun
x10 4 Amderammun — 5 yposHei, ucnonbaosanu 5 yposHei, 24 Touku,
ucnonb3osanu 24 Touku, 14 npob Ana KOHTPONA KayecTsa
2 y =0,002091 * x +0,011257
- R?=10,99920273

OTHOCHMTENbHBIA OTKANK
I

0 1 2 3 4 5 6 7 8 9
KoHueHTpauua (Hr/mn)

Mertamderamuu
Metamderamun — 5 yposHeid, ucnonbaosanu 5 yposHeii, 11 Toyek,
ucnonb3osanu 11 Touek, 21 npoba AnA KOHTPONA KayecTsa
y=0,001934 * x + 0,230733
R?=0,99909327

x10 4

OTHOCHTENbHbIA OTKMNK

MAA
MDA — 5 yposHe#t, ucrionbaosanu 5 yposHei, 24 Touku,
ncnonb3osanu 24 Touku, 18 npob Ana KoHTpoONA KayecTsa
y=0,001879 * x + 0,053455
| R*=10,99916812

OTHOCHUTENbHBINA OTKNK
I

0 1 2 3 4 5 6 7 8 9
KoHueHTpauma (Hr/mn)

T 1
10 x10°

500 Hr/mn. Kaxaplii rpachiuk TOYUHO COOTBETCTBYET NPAMON

(RZ > 0,999), 4To AEMOHCTPUPYET NMHERHOCTL MeToAa No BCemy
LIMPOKOMY AMHAMUYECKOMY AMana3oHy KOHLEHTPaLWi B
cootetctBum ¢ TpeboBaHmamMu SAMHSA.

MAIMA
x10 MDMA — 5 ypoBHeif, ucnonbaosanu 5 yposHei, 22 Touku,
ucnonb3osanu 22 Touku, 16 npo6 AnA KOHTPONA KayecTBa
| y=10,004415 * x +0,136278
44 R*=10,99869678
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MA3A
MDEA — 5 ypoBHeii, ucnonbaosanu 5 yposHe#, 22 To4KH,
x10 ucnonb3osanu 22 Touku, 16 npo6 AnAa KOHTPONA KayecTea
-+ y=0,002229 * x +0,008913
2 R?=10,99922098
x |
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=
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Puc. 4. Mpumepbl KanMbpOBOYHbIX KPUBLIX ANA NATU aMdeTaMUHOB B 3KCTpakTax Mouu. [luana3oH kanubposku: ot 25 A0

10 000 Hr/mn. Bee rpachuku cootsetcTaytot npambim, RZ > 0,999.



OueHka MeToaa

MpuBeaeHHble B Tabn. 2 nokasatenu adeKTMBHOCTM MeToza Obinu
paccyuTaHbl B COOTBETCTBMM C MPUHLMNAMM, U3NIOXKEHHBIMU
MartyLeBckum u 0p., KOTOpbIE LIMPOKO UCTIONb3YHOTCA B KayecTBe
cTaHgapTHoro nozaxoaa Ana oueHku metoaos 2KX-MC-MC [5].
Mpoueaypy akctpakumm u uamepenne XXX-MC-MC nposoaunu ana
MATU PENJIUK YUCTON MOYM, B KOTOPYIO 10 IKCTpaKLMU Bbinn
[00aBreHbl COeAMHEHMA, NPeACTaBNAIOLINE KAX/bIA U3 NATU
knaccoB amMm()eTaMUHOB, Ha YPOBHE NpeAernbHbIX KOHLEHTPaLWid, a
TakXe NATU pennuk aKCTpakTa YUCTON MOYM, PaCTBOPEHHOTO B
UCXOAHOM NOABUXHOM (hase W 3aTeM HACbILLEHHOTO
aHanuaupyembiMu BeLLecTBamu B KoHUeHTpauun 250 Hr/mn (c
AobasneHnem aHanusupyembix Bellects nocne TO3). Ona tpetbero
n3mepeHua Bpanu UCXOAHYI0 NOABUXHYIO a3y (pacTBopuTenb Ans
pa3Be/leHnA KCTPaKTa), HACbILLEHHYH aHaNNU3upyeMbIMU
BELLEeCTBaMM B KOHLIEHTPaLMW, COOTBETCTBYIOLLE UX NpesenbHOM
KOHUeHTpauun B mode, — 250 Hr/mn (noasuxHaa asa ¢
A06aBneHneM aHanu3upyeMbix BELLECTB).

JdchekTBHOCTL NpoLiecca (abcontoTHaA CTeNeHb U3BNeYeHNs)
npeAcTaBnAeT co60i OTHOLLEHME NMOLLAAW NUKa LIENeBoro aHanua,
BBEZIHHOTo B Mouy A0 TO3J, K ero nnoiaay nuka B NoJABUXKHOM
thase 6e3 gobasneHna Matpuibl. CTeneqb U3BneYeHUA NpeacTaBnaer
co60if OTHOLLIEHWE NMOLLAAN NUKaA LeNeBoro aHanuta, BBeAEHHOrO B
3KcTpakT Moy o TOJ, k nnowwaam nuka 3T0r0 aHanuTa, BBEAEHHOTO
B 9KCTPArMpoBaHHyo ynctyto movy nocne TOJ. Ichdhexkt matpuubl
npeAcTaBnAeT co60i OTHOLLEHME NMOLLAAW NUKa LIeNeBoro aHanua,
BBEZIEHHOT0 B Mouy nocne TOJ, Kk ero nnowaam nuka B NoABUXKHOM
thase. ToyHocTb NpeacTaBnAet co60i OTHOLLEHUE U3MEPEHHO
KOHLIEHTpaLWK, paccYnTaHHol No KanubpoBOYHON KPUBOHA, K
03XMAaeMoi KOHLEeHTpaLuu B 06paslie ¢ A06aBneHneM U3BECTHOTO
KonuyecTBa LeneBoro aHanura. [peunsMoHHOCTb, UK KO3 dULMEHT
Bapuaumm (CV), npeacrasnaet coboii mepy BOCNPOM3BOAMMOCTH U
paccuMTbIBAeTCA Kak CTaHAapTHOe OTKMOHeHMe (B NpoLieHTax) ot
CpeaHero 3HaueHuA Ana 3TuX NATM U3MepPeHUid.

Tabnuua 2. Ouenka metoaa, n = 5.

B 1abn. 2 nokasaHo, YTo cTeneHb U3BNEYEHNUA ANA BCEX NATU
amdetamnHoB coctaBuna = 94%, npu atom obian
athdhekTuBHOCTb npouiecca npesbicuna 90 % AnA yeTbipex aHanuToB
U3 NATW; AnA amdeTraMuHa adheKTMBHOCTL NpoLiecca coctaBuna
86 %. Adpchexr matpuubl B npesenax 91-99 % osHavaert, yto us-3a
MOHHOIA cynpeccuu Npon3oLLno ocnabneHue curHana BCero nuilb
Ha 1-9 %, a 310 NOATBEPXAAET UCKIIOUUTENbHYH YNCTOTY
9KCTPAKTOB, MONTyYEeHHbIX C UCMONb3oBaHMeM natpoHoB Plexa PCX.
[nAa naHHoro MeToZa XxapakTepHbl BbicOKaA TOYHOCTb (B Npeaenax
10 % aHanwuta) u otnnyHaa npeumnsmoHHoctb (CV < 1,1 %).

BbiBopbi

MpuBeaeHHasn Bblllie NpouleAypa TBepAohasHON IKCTPaKLMM B
coyetaHum ¢ metoaom aetektuposanua XKX-MC-MC cootsetcTayer
npeanucaiuam SAMHSA v nossonaet nonyyutb TOUHbIE U
BOCMPOM3BOAMMbIE pesynbTaThl Npu NpoBeAeHNM cyaebHo-
MEAMLIMHCKOM TOKCUKONOTMYECKOIi 3KCNepTuabl, a Takxe Apyrux
aHanu3o0B C aHanormyHbIMKU Tpe6oBaHUAMMN OTHOCUTENbHO
topuanyeckoro 060CcHOBaHMA AaHHbIX. Annapatypa HacTpauBaetca
TOYHO TaK e, kak u B apyrux metogax SAMHSA 2011 or Agilent.
3™ MeToabl NpeAHasHayeHbl AnA Bcex nonbaosateneit KX
Agilent 1100 1 1200 cepuit, nockonbky obpatHoe AaBneHue B XX-
cucteme He npesbiiaet 400 6ap. MapameTpbl UCTOYHMKA NETKO
HacTpauBaloTCA ANA UCMONb30BaHUA JAHHOTO MEeToAa C ApYTrMMK
mogaenamu TpexksaapynonbHoro XX-MC Agilent. 3nekTpoHHble
Konuu metoz0B cbopa AaHHbIX Ha XXX-MC-MC u konuyecTBeHHoOro
onpeaeneHna MoxHo npuobpectu B komnaHuu Agilent
Technologies.

Mapamerp Amderamun Meramderamun MAOA MAOMA MAO3A
JhektnBHOCTL Npouecca” (%) 86 93 91 93 95
CreneHb ussneyenua” (%) 94 94 95 97 96
Ibdexr matpuupl”™ (%) 91 99 95 96 98
TouHoctb™* (%) 107 105 92 101 106
Mpeuwmanontocts (CV)**(%) 0,6 0.5 1.1 05 0.3

* OnpeaenAeTcA Ha YPOBHE NMpeAenbHbIX KOHLEHTPaLMii.

** Onpeaenaetca Ha yposHe 40 % ot npezenbHoi KoHUeHTpauun ana amdetamuua, MOA, MOAMA, MO3A v Ha ypoBHe npe/enbHOi KOHLEHTpauumu Ana MetaMderaMmuHa.
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