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Banba6poHH, l[epmanua

AHanus chapmaLieBTUYECKUX BELLLeCTB
metogamu BIXKX n YBIXKX

CoBmecTmoOCTb ¢ padpaboTaHHbIMM paHee
CepTMdULUMpPOBaHHBIMU aHANUTUYECKUMMU
npoueaypamu u MeToanKkamum — CpaBHEHUE CUCTEM
B3’>XX Agilent 1290 Infinity u Agilent 1290 Infinity II

MeTtoanyeckue pekomeHaaLmm

HI/I3KOMO]'IeKy1'IFIprIe nexKkapcrtBeHHble cpeACTBa

AHHOTauMA

B aHanuTtMyeckux nabopartopuax, 0TBeYaloLMX CTaHAapTamM Hagnexaluei
npakTuku, cuctema BIXKX Agilent 1290 Infinity crana npu6opom N2 1 ana
nposeaeHna aHanusoB MetogoM YBIXKX, couetan 6eaynpeyHyio 10CTOBEPHOCTb

M HaeXXHOCTb Pe3ynbTaToB HapAAy C BbICOYaLLMMMK pabounmu xapakTepucTukamu.
Cuctema BIXKX Agilent 1290 Infinity Il 3agaeT HoBble cTaHAapTbl 3hhEKTUBHOCTH.
JInamnpyrowas rexHonorua YB3IXX, kotopaa npumeHaetca B cucteme BIXKX Agilent
1290 Infinity Il, o6ecneuynsaet MmakcumanbHyto achhekTUBHOCTL Graroaapa CBOMM
paboynum BO3MOXHOCTAM M CKOPOCTM paboTbl. B AaHHOM AoKyMeHTe onucaHo
BbINONHeHMe aHanuaa metogamu BAXKX u YBIXX Ha o6eunx cuctemax. boino
pelueHo BbI6paTh pAA NPOTUBOINUIENTUYECKUX MPEnapaToB B KaYeCTBe MOZENbHbIX
KOMMOHEHTOB ANA UMUTALUKU TUMIMYHOTO aHaNM3a, MPOBOAUMOTO Npyu pa3paboTke
UMW KOHTpOMe KayecTBa thapMalieBTMYecKuX npenapatos. PesynbTaTbl cpaBHUBaNM
Ha npeAMeT BOCNPOU3BOAMMOCTM, paspeLleHus, MMHeRHOCTU U YYBCTBUTENbHOCTH.
MpounasoautenbHocTb cuctembl BIXKX 1290 Infinity Il B oTHOWEHUM aHanu3a
thapmalieBTMYECKMX NpenapaToB MOXKeT CUMTaTbCA 3KBUBANEHTHON Unu Gonee
BbICOKOW, YTO 3HAUYUTENbHO YNpoLLaeT NOBTOPHYO BanuAaLMI0 U NepeHoC MeToAMK.

OeHutonn

Kap6amasenuH-
Kodenn 10,11-anokcug

2-3TUn-2-heHnnmanoHamua Ctupunenton
Jtocykcumua

MpumuaoH Kap6amasenuu

0,2 0.3 0.4 0,5 0,6 0.7 Bpema (MuH)



Beepeuue

Cucrema B3XXX Agilent 1290 Infinity agnaetca
He TONbKO OAHOW U3 Hanbonee MOLLHbIX
cuctem YBIXKX, npucyTcTBytoLLmx Ha pbiHKe,
HO 1 Haubonee nerko npucnocabnuBaemoi.
Cuctema B3aXX Agilent 1290 Infinity
MoAX0AMT ANA LMpoYaiiLLero Kpyra 3asav,

0T TpaAMLMOHHbIX MeToank BIXKX ao cambix
CMO>HbIX MPOLIECCOB, Ucmonb3ytowmx YBIXKX.

Brarogapa Bbicokoii eMKOCTH aBTOCamnnepa

U YCKOPEHHbIM LiMKNam BBoAa Npob cuctema
B3XXX Agilent 1290 Infinity Il nossonset
[06UTbCA BbICOKOTO Npo6OoMoToKa Ana

no6bIx 3a4a4 U pacLuMpAeT BO3MOXKHOCTH
MakcumarnbHo achdeKTMBHOM paboTbl
nabopatopuu, a Takxe 3h(HeKTMBHOIO
“cnornb3oBaHuUA NPMOOPOB W NpoBeAeHNA
aHanuTMyeckux uccnesoBaHuid. Ana
thapMaLieBTU4ECKOI NPOMbILLNEHHOCTM
0c06eHHO BaxkHa BO3MOXHOCTb
6ecnpobnemMHoi MHTErpaLIMm B CyLLIECTBYIOLLLYHO
MHcPACTPYKTYpy 1 NNaBHOO NepeHoca
METOAMK C NPUGOPOB NPEXXHUX BEPCHIA.
OCHOBHbI€ KOHCTPYKTMBHbIE 0COBEHHOCTH
cuctembl BIXKX Agilent 1290 Infinity |1
no3sonAeT 6ecnpenATcTBEHHO nepeiitn k 6onee
BbICOKOI NMPOM3BOAUTENBHOCTM NPU MEHbLLNX
3atpatax. Cuctema B3>XKX 1290 Infinity Il
obecneynBaer:

*  Hanbonee HWU3KYIO AMCMEPCHMIO NMUKOB
[ANA JOCTXeHMA Haubornee BbICOKOro
paspeLUeHus;

° MaKCUMarnbHy0 eMKOCTb NMUKOB ANA
CITOXKHbIX pasaeneHMﬁ;

*  MMHUManbHbIA 3dchekT namatu Ana
HauBbICLLIEro KayecTBa AaHHbIX';

° YHUKalribHbl€ BOBMO>KHOCTU
JETeKTnpoBaHua ana Ka4eCcrBeHHOoro
M KOJTM4EeCTBEHHOro aHanuaa;

*  HauBbICLLYO TOYHOCTb BpeMeHu
yAepXUBaHUA ANA HaAEXHON
UAEHTUUKALMY NNKOBZ;

*  BbICOKYO NPOM3BOANTENBHOCTL NPY
Maroii 3aH1UMaemoii nnoLlaam;

*  YCKOPEHHbIE LMKMbl BBOZA Npob,
6naroaapa cucteme BBoZa C BOHOM
UTTIOM.

Briarogapa pasy KOHCTPYKTUBHbIX
ocobeHHocTel (6orbLaA BMECTUMOCTb,
npoueaypbl paboTbl C UIMaMM, CHUKEHME
achchekTa namATK) aBTocamnnep

Agilent 1290 Infinity Il Multisampler

MO3KeT paboTaTb C MHOXECTBOM

pa3nuyHbIX TUMOB NPo6 M aHanMToB

6e3 Heo6X0AMMOCTM AOMONHUTENBHOTO
BMeLLaTenbcTea. bnarogaps Hacocy,
KOTOPbIi MOXeT paboTaTb B LLIMPOKOM
AvanazoHe moluHocteii (ao 1300 6ap),

1 BbicOKoYactoTHoMy Y D-eTekTupoBaHmio
(@0 240 Tu) cucrema BIXKX Agilent 1290
Infinity Il npeactaBnAaet co6oii onTUManbHyo
cuctemy YBIXKX, nossonatoLuyto

YCMeLLHO peLlaTb camble CMoXHbIe 3a7a4n
KayecTBEHHOTO M KOMMUYECTBEHHOTO aHanuaa
thapmaLieBTUYECKMX NPenapaToB W BELLECTB.

B saHHOM l0KyMeHTe NpoeMOHCTPUPOBaHO
cpaBHeHue paboumx xapakrepuctuk BIXKX
Agilent 1290 Infinity u B3>KX Agilent

1290 Infinity Il npu npoBeaeHuu aHanusa
MPOTMBO3NUIENTUYECKIUX NPEnapaTos

B KAQYecTBE MOZEmNbHbIX KOMMOHEHTOB AfA
UMUTaLIMW TUMMYHOTO aHanuaa, NPoBOAMMOrO
npu pa3paboTke MK KOHTpOre KayecTsa
thapmauieBTMyeckux npenapatos. Cuctembl
OLIEHMBanu No BOCMPOU3BOAUMOCTH,
pa3peLUeHmto, IMHERHOCTH 1
YYBCTBUTENbHOCTW.

3Kcnepumeuranbuaﬂ 4acTtb

06opynoBanue

Cuctrema B3XX Agilent 1290 Infinity coctout
U3 cneaytoLLmx Moaynei:

+  6uHapHbIi Hacoc Agilent 1290
Infinity (G4220A), 060pyA0BaHHbIi
cmecutenem Jet Weaver o6bemom
35 mkm;

+  aerocamnnep Agilent 1290 Infinity
(G4226A);

+  1epmocrar Agilent 1290 Infinity
(G1330B);

*  TepMOCTaTMPOBAHHbINA KOMOHOYHbIV
moaynb Agilent 1290 Infinity
(G1316C);

*  [IeTeKTop Ha OCHOBE AMOAHOM
martpuupbl Agilent 1290 Infinity
(G4212A), ocHalLEeHHbIN KacceTHOl
npoto4Hoit ktoetoi Max-Light
¢ AnuHoiA ontudeckoro nytn 10 mMm.

Cucrema B3XX Agilent 1290 Infinity Il
COCTOMT U3 CNIEAYIOLLMX MOAYrei:

*  BbICOKOCKOPOCTHOI Hacoc Agilent
1290 Infinity Il (G7120A);

+  asrocamnnep Agilent 1290
Infinity Il Multisampler (G7167B),
060pyA0BaHHbIA CUCTEMOM
oxnaxzeHua npo6 (onuma #100);

*  MHOFOKOMOHOYHbI TepmocTat
Agilent 1290 Infinity Il Multicolumn
Thermostat (G7116B);

*  [leTeKTop Ha OCHOBE AMOAHOM
martpuubl 1290 Infinity Il DAD
(G7117B), ocHalLeHHbI KacceTHo
npotoyHoit ktosetoi Max-Light ¢
AnuHoi ontuyeckoro nytv 10 mm.

KonoHku

+  Agilent ZORBAX SB-C18,
4.6 x 150 mm, 5 MKm
(kat. N2 883975-902)

+  Agilent ZORBAX RRHD SB-C18,
2,1 x50 mm, 1,8 MkMm
(kar. Ne 857700-902)

MporpammHoe o6ecneyeHue

Agilent OpenLAB CDS ChemStation
Edition ana cucrem XX n XX-MC,
Bepcua C.01.07 [27]

PactBoputenu n npo6bl
PactBoputenu

Pacteoputens A = Boaa
Pacteoputens B = auetoHuTtpun

lMpoba

Vicnonb3oBanu cMecb cemu TpaanMUMOHHBIX
MPOTMBO3NUMENTMYECKIUX NpenapaTos
(2-3TUn-2-cheHunmanoHamug, atocykcumua,
NpUMUAOH, KapbamasenuH, (PeHNUTouH,
kap6amasenuH-10,11-anokeuna u
cTUpuneHTon, 25 Hr/MKN KaXoro) ¢
KothemHOM B KauecTBe BELLLeCTBa CpaBHEHMA.

Bce npumeHsaeMble pactBopuTenu UMenu
Knacc umnctotbl «ana BaXKX». Ceexan Boaa
BbICLLIE} CTENEHMU YUCTOTbI Gbina nomnyyeHa

8 cucreme Milli-Q Integral, o6opyaoBaHHo#
NaTpOHOM KOHEYHOM 04YUCTKM C MeMbpaHoii
¢ paamepom nop 0,22 mxm (Millipak).
CraHaapTbl NPOTMBO3NUMENTUYECKUX
npenapatoB ObinK NpUoBPETEHbI Y KOMMAHUK
Sigma-Aldrich (Cenr-JTyuc, wrat Muccypu,
CLLA).



Xpomarorpacuueckue ycnosus

B3XXX ¢ konoHkoii 4,6 x 150 mm, 5 Mkm

MoaBuxkHan hasa A) Bopa
B) AuetoHutpun

CkopocTb notoka 0.8 Mmn/mux

[paanent 0 munyt — 15% B
8 MuHyT — 22% B
9 muHyr— 30% B
13 munyt — 35% B
17 munyt — 70% B
20 muHyT — 95% B

Bpema okoHuaHuA 25 MUHYT

Bpema npombiBku 15 MunyT
KOMOHKM Nnocne aHanuaa

BBoanmbiit 06bem 5 mMKkn

Temnepatypa KonoHKu 60 °C

[etektupoBaHue Curnan A 204/4 vm, onopHan AnuHa BonHbl 360/80 Hm
Lwupuna nuka > 0,025 muHyTbl (Bpema otknuka 0,5 cekyHapl)
CkopocTb c6opa aaHHbIX 10 Ty

YB3XX ¢ konoHko# 2,1 x 50 mm, 1,8 MkM, npocToii nepeHOC METoAUKM

MoaswxkHan hasa A) Boaa

B) AuetoHutpun
CkopocTb notoka 0,2 mn/muu
[paanent 0 MuHyT — 15% B

2,67 munyt— 22% B
3,00 munyt — 30% B
4,33 munyt — 35% B
5,67 munyr— 70% B
6,67 munyr — 95% B

Bpema okoH4aHuA 8,50 muHyTt

Bpema npombIBku 5 MuHyT
KOMOHKM NOChe aHanuaa

06vem BBOAA 1,25 mkn

Temnepatypa KONOHKU 60 °C

[etektupoBaHue Curnan A 204/4 Hm, onopHaa aAnuHa BonHbl 360/80 Hm
LupunHa nuka > 0,025 muHyTbl (Bpema otknuka 0,5 cekyHabl)
CkopocTb c6opa aaHHbIx 10 Ty

YB3XX ¢ konoHkoii 2,1 x 50 mm, 1,8 MKM, NnepeHoc MEeToAMKM C ONTUMU3aLIMelt Mo CKOPoCTH

MoaBuxkHaa hasa A) Bopa

B) AuetoHutpun
CkopocTb notoka 1,5 mn/muu
['paanent 0 munyt — 15% B

0,30 munyT — 22% B
0,35 muHyT — 30% B
0.5 muHyr — 35% B
0,65 munyr — 70% B
0.8 muHyr — 95% B

Bpema okoH4aHuA 1 MuHyTa

Bpema npombiBku 1 MunyTa
KOMOHKM Nocne aHanuaa

06bem BBOAa 1,25 mkn

Temnepartypa konoHku 80 °C

[etextupoBaHue Curnan A 204/4 um, onopHaa anuHa BonHbl 360/80 Hm
Lupuna nuka > 0,0031 muHyTbl (Bpema otknuka 0,063 cekyHabl)
CkopocTb c6opa aaHHbIX 80 'y




Pe3ynbratbl u 06cy>xpenune

CraHaapTbl NPOTUBO3NMNENTUYECKUX
npenapaTtoB aHanU3MpoBaniu B yCroBUAX
B3XXX ¢ nomouwpto cuctembl BIXKX

1290 Infinity (Puc. 1). Yto6b1 ycTaHOBMTL
BOCMPOM3BOANMOCTb BpEMEHU YAEPXKMUBAHNA,
MNoLLaAN NMKOB W paspeLLeHua, NpoBenu
LLIeCTb NnocnesoBaTerbHbIX aHan13oB.
3HayeHMA OTHOCUTENbHOTO CTaHAaPTHOTO
otknoHenua (RSD) ana Bpemenu
YAeP>XMUBaHUA 1 MIOLLAAW NMUKOB 0Ka3arnmchb
04eHb HU3KUMK 1 cocTaBunu menee 0,047
1 0,65% cooTBeTCTBEHHO.

CraHaapTbl NPOTMBO3NUMENTUYECKUX
npenapaTtoB TakXKe aHanu3upoBanu B
ycnosuax BaXKX ¢ nomoliibto cuctemsl
B3>XX 1290 Infinity Il (Puc. 1). Yto6bl
YCTaHOBUTb BOCMPOU3BOAUMOCTb
BpEMeHM yAep>XXuUBaHuA, NnoLLaamu

MUKOB W pa3peLLieHusA, MPOBENH LLECTb
rnocrne/oBatenbHbIX aHanM30B. 3HayeHuaA
RSD ansa BpeMeHu yaep>xvuBaHua 1 nnoLaam
MWKOB TaKXKe 0Ka3aNuCh 04eHb HUSKUMM,
Jaxe HUKe yem npu aHanuae Ha BIXKX
1290 Infinity, u coctaBunu menee 0,042

1 0,15% cooTBeTCTBEHHO.

mAU
Kodhenn
300 DeHnTomnH
Kap6amasenut-10,11-anokcua
250
Ctupunenton
200 2-31un-2-cheHnnmanoHammz
Jtocykcumua
150 Kap6amasenun
Mpumugox
100
50 U
0 ._1 U L—‘
5.0 75 10,0 125 15,0 175 200 Bpema (MuH)
RSD ana
BpeMeHU RSD ana
YAEPXXUBaHUA NIOLLAAM NMUKOB
(%) (%) Paspelwenue
Kodhenn 0.040 0,153 9,0
2-3tnn-2-theHnnmanoHamua 0,043 0,083 4.8
JTocyKcuMmuA 0,041 0,248 52
Mpumunaon 0,046 0,143 6,3
Kap6amasenuH 0,018 0,203 321
OeHnTOMH 0,019 0,163 16,4
Kap6ama3zenun-10,11-3anokcua 0,015 0,648 2.3
Ctupunenton 0,007 0,533 7.4

Puc. 1. Ananus metogom B3XKX cemu npotuBoanunentuyeckux npenapatos U KodeuHa (HanoxeHue
XpoMaTorpamm LLECTU NocneAoBaTenbHbIX aHanu3oB) Ha konoHke Agilent ZORBAX SB-C18, 4,6 x 150 mm,
5 mkm, ¢ nomoLubio cuctembl BIXKX Agilent 1290 Infinity

mAU

Kodeun
OeHnTonH

Kap6amasenuu-10,11-anokcua
250 |

2-3Tun-2-cheHnnManoHaMua

300

Ctupunenton

200
Jrocykecumug

Kap6amasenuH

150 Mpumuaox

100

50

ZUI,O Bpemsa (MII/IH)

5,0 75 10,0 12.5 15.0 175

RSD ana

BpEMeHU RSD ana

YAEPXWBaHUA MINOLLIAAN NUKOB

(%) (%) Paspeluexue
Kodhenn 0,035 0,064 43
2-3tmn-2-theHunmanoHamua 0,039 0,073 4,8
Jdtocykeumua 0,031 0,111 52
Mpumunaon 0,041 0,059 6.4
Kap6amasenux 0,015 0,087 321
DeHuTonH 0,016 0,100 16,5
Kap6amasenun-10,11-3nokcusa 0,008 0,143 2,3
Ctupunenton 0,002 0,045 20,8

Puc. 2. Ananus B3)XXX cemu npotuBoanunentuyeckux npenapartos u kohenHa (HanoxeHue
XpoMaTtorpamm LLECTU NocneAoBaTenbHbIX aHanuaos) Ha konoHke Agilent ZORBAX SB-C18, 4,6 x 150 mm,
5 MKM, ¢ nomouubto cuctembl BIXKX Agilent 1290 Infinity 11
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Yr1o6bI COKPATUTL BpEMA aHanM3a cTaH4apToB
NleKapCcTBEHHbIX NPenapaTos, MeToAnka
6bina nepeHeceHa Ha pexxum YBIXX, ¢
ucnonb3osaHuem konoHku Agilent ZORBAX
SB-C18, 2,1 x 50 mm, 1,8 mkm. Mpoctoii
nepeHoc MeToankmu 6e3 kakoi-nubo
ONTUMM3aLMM MO CKOPOCTM UMM paspeLLeHuio
Mo3BONWM COKpaTUTb Bpems aHanu3aa c 40
Ao 13,5 muHyT, 6narosapa yemy cymmapHaa
9KOHOMMA BPEMeHU cocTaBuna bonee

uem 90%, a pactBoputena — Gornee Yyem
66%. Ha puc. 3 nokasaHo HanoxeHue
XpoMartorpaMm LIECTM NOCHeA0BaTeNbHbIX
aHanu3oB Ha 6onee KOpoTKOM KOMOHKE
BMecTe CO 3HaYeHUAMM OTHOCUTENBHOIO
cTaHgaptHoro otknoHenus (RSD) ana
BpeMeHM yaep>XXuBaH1A U NNoLLaaM NUKOB,

a TakKe 3HaYeHUAMM paspeLLeHua ana
cuctembl BIXX 1290 Infinity. 3HauyeHua
RSD ana BpemeHw yAepXXuBaHMA 1 nnoLiaam
okasanucb Huskumu, meHee 0,23 n 0,57%
cootBetcTBeHHO. Kpome Toro, paspelueHue
6bINo 9KBMBANEHTHbIM Pa3peLLeHuio
meToAuKM B BapuaHTe BIXKX.

Ha puc. 4 nokasaHo HanoxeHue
XpOMaTorpaMm LLIECTU NOCNeA0BaTeribHbIX
aHanu3oB Ha 6oree KOpoTKOW KOMOHKe
BMecTe co 3HaueHuamu RSD ana Bpemenu
yAEPKUBaHUA U NMOLLAAM NUKOB, a TakxKe
3HaYeHWUAMM pa3peLLIeHna AnA CUCTEMbI
B3>KX 1290 Infinity Il. 3nayenna 0CO ana
BY v nnowaan okasanuchb eLie HEMHOTo
Huxe, meHee 0,16 n 0,27% cootBeTcTBeHHO.
PaspelueHue 0kas3anoch 3KBUBaNEHTHbIM
UCXOAHOIN MeToAuKe.

mAU
Kodheunn
4001 OeHutonH
Kap6amasenun-10,11-anokcua
Ctupunenton
3004
Kap6amasenun
2007 2-3Tun-2-cheHunmManoHaMua
Jtocykcumua
1004 MpumunaoH
LU | ‘ ‘JU{ | ‘ |
1 2 3 4 5 6 7 Bpema (MuH)
RSD ana
BpeMeHU RSD ana
YAEPXKUBaHUA  MNOLLaAM NUKOB
(%) (%) Paspeluenue
Kothenn 0.172 0.126 5,6
2-3tnn-2-theHnunmanoHamua 0,077 0.149 3,0
JTocyKcumMmua 0,163 0,142 3,0
Mpumunaon 0,225 0,120 5,1
Kap6amasenuH 0,091 0,087 25,4
OeHuTonH 0.1 0,291 10,2
Kap6ama3zenuH-10,11-3anokcua 0,068 0,068 2.2
Crupunenton 0,023 0,560 55

Puc. 3. Ananus metogom YBIXKX (npocTtoit nepeHoc MeToanku) ceMu npoTUBO3NUIENTUYECKUX
npenapatoB ¥ KothenHa (HanoXKeHue XpomaTtorpamm LUECTU NocneAoBaTesibHbIX aHanu30B) Ha KOMOHKe
Agilent ZORBAX SB-C18, 2,1 x 50 mm, 1,8 Mkm, ¢ nomoubto cuctembl BIXKX Agilent 1290 Infinity

mAU

OeHUTOoUH
Kodeun | Kap6amasenun-10,11-anokcua
500
400 Ctupunenton
2-3T1n-2-heHunmanoHammug
300 Jtocykcumua
MpumunaoH Kap6amasenux
200 ‘
100
K l -
1 I? !§ lll Iﬁ Fli ; RnF!MFII (Mun)

RSD ana

BpeMeHU RSD ana

yAep>XX1BaHWA  MNoLaau NUKoB

(%) (%) Paspeluenue
Kothenn 0,116 0,082 1.6
2-3tmn-2-cheHunmanoHamua 0,14 0,140 2.8
Jtocykcummua 0,134 0,203 3.0
Mpumunaox 0,158 0,091 4.8
Kap6amaszenun 0,05 0,142 244
DeHuTouH 0,038 0.145 11,7
Kap6amasenuH-10,11-anokcua 0,033 0,119 15
Ctupunenton 0,009 0.264 48

Puc. 4. AHanu3 metogom YB3IXKX (npocToii nepeHoc MeToAMKM) cemu NPOTUBO3NUNENTUYECKUX
npenapatoB ¥ KothenHa (HanoXKeHne XpoMaTorpamm LIECTU NocneoBaTesbHbIX aHaNU30B) Ha KONOHKe
Agilent ZORBAX SB-C18, 2,1 x 50 mm, 1,8 Mkm, ¢ nomoLbio cuctembl BIXKX Agilent 1290 Infinity 11



Yro6bI 10CTMYL CBEPXCKOPOCTHOTO paszAenieHus,
metoauky YBIXKX ontumuauposanu no
ckopocTu. B peaynbTate cTano BO3MOXHbIM
npoBoAuTbL pasaeneHue B TeyeHue 0,9 MUHyTbI
npu ckopocti notoka 1,5 mn/muH. Ha puc. 5
MoKa3aHo HanoXXeHWe XpomaTorpaMm LLecT
nocrezoBaTeNbHbIX aHanMU30B Ha KONOHKE
ZvametpoM 2,1 MM BMecTe C xapakTepucTukamu
BOCMPONU3BOANMOCTM BPEMEH YAEPXKMBaHUA

¥ NNOLLAAM MUKOB, a TakxKe 3HaYeHUAMM
paspeLuenuna ana cuctembl BIXKX 1290 Infinity.

3Hauenua RSD ana BpemeH yaepxxuBaHua ana
LLIECTV NOCneA0BaTelbHbIX aHan130B COCTaBUNM
menee 0,33%. CootBerctBeHHo, 3HayeHna RSD
ANA nnoLuaaei nukos coctasunu meee 2,6%. C
Y4YeTOM COKpaLLeHUa BpeMeHu aHanusa 6onee
yem B 20 pa3 3Hauenua RSD ana metoaa YBIXKX
0Kasanuch A0CTaTo4yHO XopoLumu. Pasaenexue
MUKOB 6bINO UCKMIOYMTENBHO XOPOLUMM ANA
TaKOro Ype3BblyaiitHO KOPOTKOTO PasAeneHus.
[TyTeM noBbILLEHMA TeMMepaTypbl KOMOHKM

1o 80 °C yaanocb aaxke A0CTUYb NOMHOMO
pasaeneHua cheHuTonHa 1 kapbamasenuu-10,11-
3noKcuaa Ha ypoBHe 6a30BOV NMHUM.

Ha puc. 6 nokasaHo HanoxeHue xpoMaTtorpaMm
LLIECTM Nnocne/oBaTenbHbIX aHan130B Ha KOMOHKe
AvametpoM 2,1 MM BMecTe C XxapaKTepucTMKamm
BOCMPON3BOANMOCTM BPEMEH YAEPXKMBAHUA

¥ NNOLLAAM MUKOB, a Takxe 3HaYEeHUAMM
paspeluenuna ana cuctembl BIXKX 1290 Infinity
II. 3HayeHmna RSD ana BpemeH yaepxuBaHuA
[NA WecTH Nocrne/oBaTenbHbIX aHanu3oB
cocrasunu meHee 0,1%, 3a ucknoyeHnem
npumuaoHa (0,186%). CooTBetcTBeHHO,
3HayeHua RSD ana nnowazaeit nukos coctaBuny
meHee 0,5 %. C yueTom cokpalleHua BpemeHu
aHanusa 6onee yem B 20 pa3 3Hauenua RSD
ana metoauku B Bapuante YBIXKX okasanuch
otnuyHbIMKU. Kpome Toro, paspeLueHne nukos
6b1r10 3KBMBANEHTHbIM UCXOAHON METOAMKE.

[Mo cpaBHeHMIO ¢ pe3ynbTaTaMu aHaNKU30B Ha
cucteme B3XKX 1290 Infinity, nonyyeHHble
peaynbratbl 6bInu Nyylle, 0co6eHHO B
OTHOLLIEHWW BOCNIPOU3BOAUMOCTH.

Ypanoch 40CTUYb HEBEPOATHOTO COKPaLLEHUA
BpemMeHu aHanu3a (c 40 2o 2 MuHyT) B
CpaBHEHMM C MEeTOAMKOM B BapuaHte BIXKX
C UCMONb30BaHWEM KOMOHKU pa3Mepamm

4,6 x 150 Mmm ¢ paamepom yacTuLL copbeHTa
5 mkm. bnarogapa Ucnonb3oBaHMIO KOMOHKM
ana YBIXKX ¢ BHyTpeHHUM AameTpom

2,1 MM 3a cyeT marioit NpoAoIXXUTENbHOCTH
aHanu3a yganocb Ha 95% cokpatutb pacxos
pactBoputena. Kpome Toro, Ana aHanuaa 6bino
[I0CTaTOYHO TOMbKO YeTBepTH BCero obbema
npo6bl.

mAU Kodheun
500
Kap6amasenuu-10,11-anokcua
4001
3001 2-31Un-2-theHnnManoHamua Crupunenton
JT0CYKCUMUA
Kap6amasenux
Mpumuaox
2004 OeHntonH
1004
0,2 0.3 0.4 0.5 0.6 0,7 0.8 Bpema (MuH)

RSD ana

BPEMEeHU RSD ana

yAEp>XXUBaHWA  MrioLazAmn NUKoB

(%) (%) Paspewenue
Kotenn 0,166 0,295 53
2-3Tnn-2-theHnnmanoHaMua, 0,302 2,527 25
Jtocykcummua 0,323 1,459 2,4
MpumuaoH 0,318 0,229 50
Kap6amazenut 0,057 0,265 25,7
OeHnTonH 0,027 0,259 9.3
Kap6amasenuu-10,11-anokcua 0,017 0,206 50
Ctupunexton 0,006 0,527 2,9

Puc. 5. Ananus metogom YB3XKX (ontumnanpoBaHHbIii N0 CKOPOCTH) CEMMU NPOTUBO3NUNENTUYECKUX
npenaparos 1 kohenHa (HanoXeHne XpomatorpaMm LLIECTU NOCeA0BaTeNbHbIX aHaNU30B) Ha KONOHKe
Agilent ZORBAX SB-C18, 2,1 x 50 mm, 1,8 mkm, ¢ nomolsto cuctembl BIXKX Agilent 1290 Infinity

mAU
500
DeHnTOMH
Kap6amasenuu-10,11-anokcuna
200 Kotheun p
3001 Ctupunenton
2-31Un-2-cheHnnManoHaMua
JTocykcumMuAa
2004 ‘ Mpumuzon Kap6amasenun
100
o
0,2 0,3 0,4 0,5 0,6 0,7 0.8 Bpema (MuH)
RSD ana
BpEMEHU
yaepxuBauua RSD ana nnowasm
(%) nukos (%) Paspelwuexue
Kodenn 0,045 0,082 1.4
2-3tun-2-theHnnmanoHaMmua, 0,096 0,137 1,7
Jtocykcumua 0,099 0,082 15
MpumunaoH 0,186 0,105 33
Kap6amazenut 0,049 0,489 14,9
DeHuToUH 0,017 0,086 6,4
Kap6amasenut-10,11-3nokcua 0,013 0,092 2,7
Ctupunexton 0,008 0,161 34

Puc. 6. Ananus metogom YBIXKX (ontMummanpoBaHHbIi Mo CKOPOCTH) CEMMU NPOTUBOINUIENTUYECKNUX
npenaparoB U kothenHa (HanoXeHWe XpPOMaTorpamMm LUECTM NOCNe0BaTeNbHbIX aHaU30B) HAa KOMOHKE
Agilent ZORBAX SB-C18, 2,1 x 50 mm, 1,8 Mkm, ¢ nomoLbto cuctembl BIXKX Agilent 1290 Infinity 11
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06e cuctembl oLieHUBanM Ha NpeamMeT B rabnuuax 1, 2 u 3 npeacTasneHbl CBEPXCKOPOCTHON METOAMKM Ha KOMOHKe

NIMHEHOCTH, Npeaena o6HapyKeHua peaynbTatbl CONocTasnenns cuctem. Bee C BHYTPEHHUM AnameTpom 2,1 M, B

(LOD) v npeaena Konu4yecTBEHHOTO TPYU METOAMKU NPOAEMOHCTPUPOBANM Ha cpaBHeHum ¢ meToamkoit BIXKX Ha anuHHoi
onpeaenenua (LOQ). Ha ocHoBe 6a30BbIx 06eux cucTemax BbICOKYH NIMHENHOCTb C KOMOHKe ¢ YyacTuuamu copbeHta pasmepom
PacTBOPOB MPUIOTOBUIM AECATb PACcTBOPOB Koaththuumentom Koppenaumu bitwe 0,9999 5 mMkm. OueHKa YyBCTBUTENbBHOCTM MoKa3ana,
C Pa3NUYHbIMM YPOBHAMM KOHLIEHTpaLIMM ANA BCeX CTaHAapTOB 33 UCKIHOYEHUEM yT0 Ha 06eMX cuUCTeMax AnA MeToANKN

(o1 50 g0 0,195 mkr/mn, passeaerue 1:2), CTUpMNEHTONa. B3>KX v ontumuaupoBaHHoiA No ckopocTy

1 YCTaHOBUMNY NUHENHYI0 3aBUCUMOCTb meToaukn YBIXKX 6binu nonydeHbl

Meay NMNoLia/iblo N1Ka U COOTBETCTBYIOLLIEH 3naverna LOD n LOQ ynyuwmnucs 8 10 pa3 3KBMBaneHTHble peaynbTarbl. [locne npoctoro
KoHLeHTpaumeit. 3nadenna LOD u Mpu UCnonb3oBaHMM METOAUKM B BapuaHTe nepeHoca mMetoauku Ha cuctemy YBIXKX ¢
LOQ onpeaensanu Kak KOHLEHTpaLWK, YB3IXX Ha kornoke pasmepamiu 2,1 x 50 mm nomoLubto cuctembl BIXKX 1290 Infinity 11
obecneynBatoLLMe COOTHOLLIEHWE CUTrHaN — C pa3mepom yactuu copbexta 1,8 Mk, 1 YyBCTBUTENbHOCTb aHanM3a NnoBbICUNach.
wym (C/LU) 3:1 u 10:1, cooTBETCTBEHHO. Gonee Yem B 5 pa3 Npu MCMOMNb30BaHNN

Tabnuua 1. CpaBHeHMe NMHERHOCTU U YyBCTBUTENTbHOCTM ABYX CUCTEM NMpU aHanuae metoAoM BIXKX.

JnHeliHocTb LOD (Hr) LOQ (Hr)

Agilent 1290 Agilent 1290 Agilent 1290  Agilent 1290 Agilent 1290  Agilent 1290

Infinity Infinity 11 Infinity Infinity 11 Infinity Infinity 11
Kodeunn 0,99992 1 5185 585,9 1728,3 1953,0
2-3tmn-2-cheHnunmanoHamua 0,99995 1 12519 1273,7 41731 42457
Jrocykeumug, 0,99996 0,99993 1830.9 1723,2 61031 57441
Mpumuzon 0,99993 1 626,0 665,8 2086,5 2219,3
Kap6amasenuH 0,99991 0,99999 11671 1220,6 3890,4 4068,8
(OeHuTouH 0,99990 0,99999 756,0 7145 2520,2 2381,7
Kap6amaszenun-10,11-anokeuna 0,99994 0,99999 751,2 837,0 2503,8 2790,0
Crtupunenton 0,99961 0,99959 1024,3 1046,3 34143 34875

Tabnuua 2. CpaBHEHME NMHEHHOCTU U YyBCTBUTENBHOCTM ABYX CUCTEM Mpu aHanuse metogom YBIXKX nocne npoctoro nepeHoca MeToAnKM.

INuneitHocTb LOD (wr) LOQ (wr)

Agilent 1290 Agilent 1290 Agilent 1290  Agilent 1290  Agilent 1290  Agilent 1290

Infinity Infinity 11 Infinity Infinity 11 Infinity Infinity 11
Kodeun 1 0,99999 21,6 15,6 92,1 51,9
2-3t1n-2-cheHnunmanoHamus 0,99993 0,9999 97,7 385 3255 128,5
JtocyKeumMmua 0,99997 0,99914 1221 20,3 406,9 67.8
Mpumunaon 1 1 33,3 19,3 11,0 64,2
Kap6amaszenuH 1 0,99999 54,3 349 180,8 116,3
OeHuToMH 0,99993 0,99999 30,5 14,6 101,7 48,8
Kap6amasenuH-10,11-anokcua 0,99995 1 32,6 15,3 108,5 50,9
Ctupunenton 0,99995 0,99993 52,3 25,3 1744 84,2

Tabnuua 3. CpaBHeHMe NUHERHOCTN 1 YYBCTBUTENbHOCTN ABYX CUCTEM MNMPU CBEPXCKOPOCTHOM aHanuse c onTumu3aumeii no CKopocCTH.

JTuHelHoCTb LOD (Hr) LOQ (nr)
Agilent 1290 Agilent 1290 Agilent 1290  Agilent 1290  Agilent 1290 Agilent 1290
Infinity Infinity 11 Infinity Infinity |1 Infinity Infinity |1
Kodeunn 1 0,99999 31,2 458 103,9 152,6
2-31n-2-cheHunmanoHaMmmua 0,99996 0,99993 14,4 109,3 3814 364,4
JrocykcumMua 0,99994 0,99917 159,7 52,3 532,4 1744
MpumunaoH 1 1 35,2 43,6 117.4 145,3
Kap6amasenuu 0,99999 0,99998 72,0 88,9 240,0 296,3
DeHuTonH 0,99999 0,99999 25,0 449 83,3 149,8
Kap6ama3zenuu-10,11-anokcua 1 1 40,7 45,8 135,6 152,6
Crtupunenton 0,99959 0,99948 49,5 479 164,9 159,6




Buisogbi

B saHHOM 0KyMeHTe NpoAeMOHCTPUPOBAHO
CpaBHEeHWe pesynbTaToB aHanmsa cTaHAapToB
MPOTMBO3NUMENTUYECKIMX NPENapaTos ¢
nomotwpto cuctem BIXKX Agilent 1290
Infinity u 1290 Infinity Il. Metoauka 6bina
nepeHeceHa co CTaHAapTHOM KOMOHKM AnA
B3>KX (4,6 x 150 mm, 5 Mkm) Ha KOMoHKY
ana YBIXX (2,1 x 50 mm, 1,8 mkm). Mpu
nepeHoce MEeToAWKM Bbina ocyLLecTsrieHa
npocras KOppPeKLmMA CKOPOCTH NOTOKa,
BPEMEHM aHanu3a u o6bema npobbl. 3atem
6bina npoBesieHa ONTUMU3ALNA METOANKM
YB3>KX no ckopocTu, 4To no3Bonuno
COKPaTUTb BpEMA aHanmsa Ao 2 MUHYT.
Bpems aHanu3a cyLLecTBEHHO COKpaTUioCh
1 06beM BBOAUMOM Npobbl CHU3MICA Ha
75%. 3a cuet manoro BpeMeH aHanmsa
pacxoz pacToputens cokparunca Ha 95%.
PeaynbTaTbl aHanM308B, NoMy4YeHHbIe Ha
o6eux cuctemax, cpaBHUBanM Ha npeamet
BOCMPONU3BOAUMOCTH, Pa3pELLEHNS,
NuHelHocTH 1 YyBcTBUTENbHOCTU. OLieHKa
metoank BIXKX u YBIXX Bbissuna B
060wmx cryyasx NPeBocXoAHble NokasaTenu
BOCMPONU3BOAUMOCTH, Pa3peLLeHns

U IMHENHOCTK, a TaKXXe CPaBHUMble
3Hauenna LOD v LOQ. Mpu ncnonb3osaHum
cuctembl BIXKX Agilent 1290 Infinity Il Bce
NpUMEHEHHbIE METOAMKM NokKa3sanu 6onee
BbICOKYH0 BOCMPOM3BOAMMOCTb BPEMEHU
YAEPXMBAaHUA W NMOLLIAAN NUKOB.
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