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1 Obnacmb npumenenun

Merognka mpeaHasHadeHa MONS HACHTHQUWKAMH #M  KOJIMYECTBEHHOTO
onpeneneHus KoHUeHTpauuu THypaMa Jl, Tuypama E, mudenunryanuusa, arugona-
2, xanTakca, albTaKca, uMaTa, STHIIMMAaTa B BOJHBIX BBHITSXXKAX W3 MaTepyalos,
IpefHa3sHAYeHHbIX U HCIIONB30BaHHUSA METBMH W IOJAPOCTKAMH, M3TOTOBIECHHA
MEQULMHCKUX U3JENUN M KOHTAKTA C MUIIEBHIMH NPOAYKTaMU (MI‘/J_IM3 ).

HacTtosiimas  meTomuka MoxeT OBITh WCHONB30BaHa OpraHaMH |
YUPEXIEHMAMH, OCYIIECTBIMIOMMMM TOCYAapCTBEHHBI CaHUTAPHBIA Haasop,
Hay4HO-HCCIIEIOBATENBCKUMH U JPYTHMM 3aHHTEPECOBAHHBIMH OPraHH3alHAMH.

Tuypam [ (Terpameruntuypamaucynsdun) C¢HjpN,S, — Genblii mopoiiok ¢
CepblM OTTEHKOM, MOJeKyndpHasd Macca 240,44, TeMmmeparypa miaBneHus 145-
155°C. PacTteopuM B GeH3one, X10podopMe, aLETOHE, III0XO PACTBOPUM B 3THJIOBOM
CIIHpTe, Bofe, OeH3une [1,2].

Tuypam E (trerpastuntuypamaucynsdpun) CigHpoN,S; — Gensle wmm
XKEJITOBAThle KPHCTAlUIBl, MOJIEKYJspHas Macca 296,52, TeMmeparypa IIaBlIeHus
173°C. PactBopuM B GeH3011€, TONyoIe, alleToHe, pacTBopuMocTs B Boge 0,2 Mr/100
ma (38°C) {1,2].

Judennnryanunus (N,N'- gudernnryasunus) CsHj3N; — Genslit nmopourok
6e3 3amaxa, MonexynspHas Macca 211,27, Ttemnmeparypa ruiasineHus 147°C.
PacTBopuM B cnupre, xnopodopme, OeH30le, YETBIPEXXIIOPHCTOM YriiepoJe;
pacTBOpHMOCTE B Boge — 0,08% [1,3].

Arumon-2 (2,2-metuneH-6uc (4-meTmn-6-tper6ytundenon)) CxpH;0O4 —
Gennlii aMopdHEIH oporok, MoJeKysipHas Macca 220,36, Temneparypa fIaBieHus
125-133°C. Jlerxko pacTBOps€ICs B I3THJIOBOM CIHpTE, alleTOHe, JTHJAlLleTare,
YETHIPEXXNIOPHCTOM yriiepoae ¥ OeH3one, TPYAHOPAaCTBOPHM B OeH3uHe,
TIpaKTHYecKH HepacTBOPUM B Boze [1].

Kanrakc (2-mepxanto6enstuaszon) C;Hs;NS, — nopomok oT cBeTI0-XKeIToro
JI0 JKeJITOro IBera, MoleKylspHas Macca 167,25, Temneparypa miaenenus 180,2-
181,7°C. PacTBOpHM B ZM3THIOBOM 3(Hpe, B IEATHOH YKCYCHO# KHCIIOTE, CIHUPTE, B
BOAHEIX PacTBOpaXx IieNodeil 1 KapOOHATOB MIEJIOYHBIX METAILIOB, IINIOX0 PacTBOPHM
B Boge [1,4]

Anbtakc (aubenzormazommucyiabdun) Cq14HgN.S, — nopouox ot 6enoro ao
CBETN0-)KENTOro LBera, MojeKkynspHas Macca 332,50, temnepaTypa ILIaBlieHHS
167°C. PactBopsiercs B Gensolne, xnopodopMe, Tolyole, TETPaxXIOpHIe yrieposa.
CnabopacTBOpHM B BOJE ¥ 3THIIOBOM crmpre [1,5].

Ipmat (muMerwiaurHoKapbamar muHKa) [C3HENS,],Zn — nopowok ot
CBETJIO-PO30BOTO N0 Ceporo IBeTa, MonekylipHas Macca 305,79, Temnepatypa
masneHns 248-250°C. Xopomo pacTBOpHM B OeH3olne, TOIyolie, CEpoyriepoie,
xsopodopme, pasbaBiIeHHBIX EJI04aX, HE PACTBOPMM B JHTrpomHe [1,6].

DrummumMar  (musTungatHokapbamar mmHKa) [CsHoNS;1Zn — mopomox
Oenoro 1BeTa, MoNeKynspHas Macca 361,89, Temnepatypa rurasneHus 173-174°C.
PactBopuM B GeH3ole, cepoyriiepose, X1nopodopMe, NPaKTHIECKH He -
GeH31He, STHIOBOM CHpTe, Boze [1].
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MuHnuManbHEIE JOOYCTUMBIE Konmecma MUTpaLUH (I[KM) B BOZIHBIE
BBITSXKKH wm Typama JI — 0,03 mr/am’, s THypama E - 0,5 mr/oM’, ana arwlona—2
-2,0 MI‘/IIM ang nmbemmryaﬂmmﬂa 0,5 MI‘/lIM I anpTakca — 0,4 MI/aM’, IUDI
Kxarrrakca — 0,15 mr/am® , 1A Mata — 0,05 Mr/mM’, AUIS STHIIEMATa — 0,5 mr/ov’.

Hcxons u3 npuBegennsix JKM nuanaszon brxpenensemux KOHIIEHTpalui Ans
KaXJOTO YCKOpHTeNS ByIKAHU3AI[HH:

- o5 Typama J1 — 0,015-0,06 mr/mmv’;

- ans Taypama E — 0,25-1,0 mr/mv’;

- ana nudenunryanumHa — 0,25- 1,0 mr/am’;

- ans arugona-2 — 1,0-4,0 Mr/mm’;

- g anbTakea — 0,2-0,6 mr/am’;

- nna xantakca — 0,075-0,3 mr/am’;

-ans muMara — 0,025-0,1 mr/mm®;

- s 3tanumara — 0,25-1,0 Mr/m’,

Huxxenit npesien H3MepeHyiss METOAMKHU COCTABISET:

- ans tuypama J{ - 0,015 Ml‘/,IIM3;

- s Tuypama E — 0,25 Mr/am;

- ana audennnryannausa — 0,25 Mr/J:M3;

- zu1s arunona-2 — 1,0 mr/om’;

- g ansTakca — 0,2 Ml"/}IM3;

- s kanrakca — 0,075 mr/ov’ 5

-mms unMara — 0,025 mr/om’;

- nns sTwiEMata — 0,25 Mr/am’.

2 Tounocms usmepenuii

Hacrosmas Metoauka obecnednBaeT onpesieNieHne KOHLEHTPaluii aruaona-2,
KanTakca, anbTakca, LAMaTa, STHINMMara, AMGEHWITYaHWIMHa, THypama J| u
THypaMa E B BOAHBIX BBITS)KKaX B BhIIIEYKa3aHHOM JHana3’OHE H3MEpEeHMH c
TIOKa3aTeNIMK HPELM3HOHHOCTH {(moBTOpsAEMOCTH 31 TTPOMEXYTOUHOI
TIPeIU3MOHHOCTH]), IpeACTaBIeHHEIMHY B Tabuuue 1.

Tabmuma 1 — OrHocHTEnbHBIE 3HAYeHHs MOKasaTeledl  IOBTOpsaeMocTH,
NPOMEXYTOYHOH NpPEeLM3MOHHOCTH, NPEIENOB IIOBTOPAEMOCTH M INPOMEXYTOMHON

[pPEeUU3UOHHOCTA ANl WCCEAOBaHMA  BOAHEIX  PacTBOPOB  yCKOpUTENEi
BYJIKaHH3aLMH
Hnanason INokazarens penen
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ITpopomkenne Tabmuusi 1

JubeHunryanuaun

0 025-100 [ 217 T 2.92 I 6,08 [ 8,18
Kanrake

0075-03 [ 173 [ 2.35 [ 4.85 [ 6.59
AJIBTaKc

020-060 | 369 | 10,06 il 10,33 1 28,16
Iamar

0025-010[ 314 | 10,59 [ 8.79 [ 29,64
drumpmMar

02510 | 420 ] 8,94 [ 11,75 1 25,04

OTHOCHTENbHEIE pPacIMpEeHHEIE HEONpeNedeHHOCTH IpH  OOBEPHTENBHOM
BeposaTHocTH P=0,95 npencrapieHs! B Tabnuue 2.

Tabnuma 2 — OTHOCHTENBHEIE pacHIMpEHHblE HEONPENENEeHHOCTH IS BOZIHBIX
pacTBOpoB armpgona-2, Karrakca, anbTaKca, MMara, STHMIMMATA,
qudeHuIryauuauHa, Tuypama J1 u tuypama E

Hassanue BelecTsa Pacummpennas HeonpeneneaHocts U, %
THypam J 13,914
THypam E 6,29
arugon-2 13,95
JEHNITYaHUARH 12,46
Kalrrake 10,460
AIBTAKC 26,80
LMMaT 19,376
STWILUMAT 22,49

3 Cpedcmea usmepenun, peakmugsi
3.1 Cpedcmea usmepenus, ecnomozamensruvie yempoticmead u 060pyoosanue
BricoxoahdhekTHBHBIH xuakocTHo#  dupma «Agilent Technologies»
xpomatorpag Agilent 1260 Infinity c
JMOLHO-MaTPHYHEIM JAETEKTOPOM (c
norpetrocteio OCKO BEIXOAHOrO CHrHana
1o rUIoIanaM mukoB < 1%)
Becsl nabopaTOpHBIE aneKkTpoHHBle  QupMa «Ohaus»
Adventurer AR2140 ¢ npegenamu
JOomycKaeMo# morpeirHoctn He 6Oomee
0,001 r u muckperHocTsio 0,0001 .

3.2 Peakmugol u mamepuanvt
Aueronutpun g BIXX, > 99,9 % dupma «Panreac»
Xnopucthiit Metuner ams BOXX ¢dupma «Sigma-Aldrichy
Tuypam ]I, comepxanue ocHoBHoro Qupma «Fluka»
BemecTsa >98%




Tuypam E, conmepxanue  OCHOBHOTO
BemecTBa =98%
Arugon-2, coJiepxxaHue OCHOBHOTO

pemecTsa =299%

JAubenunryasuins, cofiepXaHie OCHOBHOTO
peiecTsa =98,5%

KarrraKc, COOep)XXaHHue OCHOBHOIO BElIECTBa
>95%

Llumar, conepxaHre OCHOBHOTO BelLlECTBA >
98,1%
DTUAUMar,
penlectsa 297%
AnbTakc, cofepKaHue OCHOBHOI'O BeINECTBA
>99%

Mem0GpaHnHbI#t GUIBTP U3 pereHepHpOBaHHON
He/UtoNno3sl ¢ pasmepoM nop 0,45 MkM u
auameTpoM 47 MM

Bopa nenonuzoBaHHas

coaepxkanue OCHOBHOT'O

¢upma «Fluka»
tdupma «Sigma-Aldrich»
¢dupma «Fluka»
¢dupma «Flukay
¢upma «Fluka»
¢dupma «Flukay
dbupma «Sigma-Aldrich»

¢dupma «Agilent Technologies»

TY BY 100386629.149-2010

3.3 Becnomozamensuvle yempoticmea u 0bopydosarnue

Xpomarorpaduyeckas Kkomonka Hypersil
ODS-C18 4,0x250 mm; 3epHeHHEM 5 MKM
Xpomarorpaduueckas XxomoHka Hypersil

BDS-C18 4,6%150 MmM; 3epHeHHEM 5 MKM
PoranvonHelf UcHapuTenh C BaKyyMHBIM
KOHTpONEpOM

Kpyrnomonssie ucnapurensHsie kKonoer KH-
1-50-14/23 TC

Buanel o6beMOM 2 MN TOJ BHHTOBYIO
xpriKy ¢ centoit PTFE

Tepmorurpomerp MBA-6H ¢ abcomorHo#
TNIOTPELIHOCTEI0 M3MEPEHUS OTHOCHUTENBHOM
BIAXHOCTU He Oosee + 3% M aGcomoTHOM
NOrPEIIHOCTBI0 U3MEPEHUS TEMIlepaTyphl He
6onee = 0,3°C

Bapometp-aneponsy BAMM-1, mpenesnst
OCHOBHO# Jomyckaemoii nmorpemHocTd + 0,2
ITa.

Tunetku 1-2-2-1, 1-2-2-5; 1-2-2-10

Kon6sr Mepuste 2-25-2, 2-50-2, 2-100-2
Boponka fenarensHas 250cu’

Bopouku koHycHsIe, uamMeTpom 30-37 MM
Craxanuuk s B3BemmBanus (Gioxc) CB-
19/9XC

tdupma «Agilent Technologies»
¢dupma «Agilent Technologies»
¢dupma IKA

I'OCT 25336-82

¢dupma «Agilent Technologies»

I'OCT P 52931-2008

TV 2504-1797-75

IOCT 29227-91
I'OCT 1770-74

I'OCT 25336-82
I'OCT 23932-90




Hunuugp 3-50-2, 3-100-2 T'OCT 1770-74
CucreMa mns QuubTpoBaHMs M Oerasauud  ¢upma «Agilent Technologies»
3MI0EHTA

Moryr 65ITH HCTIIONB30BaHb! APYTHE CPEACTBA H3MEPEHUH H BCIIOMOTaTeNbHbIE
YCTpOHCTBA, 110 TOYHOCTH, HE YCTYTIAIOIMe PEKOMEHIOBaHHBIM B METOIMKE.

4 Memoo usmepenusn

Mertox onpeneneHus OCHOBaH Ha SKCTPaKI[MH ardaona-2, Kanrakca, abTakca,
LUMaTa, STHINUMara, AddeHnaryaHunanHa, Tuypama J{ u Tuypama E u3 BoaMeix
BHITSDKEK M3 MAaTepHalOB, MpeJHA3HAYEeHHBIX JUIA HCIHOML30BaHMsS OETBMH M
NOJPOCTKAMY, H3TOTOBICHHS MENHIMHCKMX M3ZleNuif ¥ KOHTaKTa C MHIIEBBIMH
HpPOJYKTaMH JUXJIOPMETAaHOM, KOHLEHTPUPOBAHUH 3KCTPaKTa MyTeM [OJHOTO
yJlaneHus pacTBOPHTEINd, PACTBOPEHHH CYXOTO OCTaTka B 1 cM® alleTOHHTpHIa H
KONMYECTBEHHOM  aHallW3e  METOAOM  BBICOKOI(pEKTHBHOW  >KHAKOCTHOI
XpoMarorpadud ¢  JUOAHO-MATPUUHBIM  JETEKTHPOBaHMEM  Ha  JABYX
xpomaTorpaduyeckux xononkax: Hypersil BDS-C18 u Hypersil ODS-C18.

5 Tpebosanun besonacnocmu

Ipu BeInOMHEHMM paboT NepcoHan NOJDKEH 3HAaTh M CTPOro coOJiloJaTh Ha
pabGo4em MecTe TpeGoBaHHA:

- anexTpobesomnacHocTH [7],

- moxapHo# 6e3onacHocTH [8],

- TEXHUKH Ge30macHOCTH NpH paboTe B XuMu4eckoi 1abopatopuu [9],

- TEXHHKM 0€30IMaCHOCTH, H3JIOKEHHBIE B 9KCILUTyaTallMOHHBIX JOKyMEHTax Ha
CpeACcTBa M3MEpeHHH ¥ 000pynoBaHNE, NPUMEHsIEMble IPH NIPOBEAEHUH H3MEePeHHi.

Tlomemenue, B KOTOpOM IIPOBOIMTICS ONpENENeHME  YCKOpHUTenei
BYJIKQHHM3aLlAH, XODKHO OBITE 00OpYHNOBaHO NMPUTOYHO-BRITSMHOM BEHTHIALMEH u
nogBoaxoit Bonsl. PaGoTy ¢ pacTBOpHTENsMH ciefyerT NPOBOAUTH B BHITAKHOM
wmkagdy ¢ BCIOMb30BAHUEM UHAMBUIYAIBHBIX CPEJCTB 3aIUThI (OUKH, IEPYATKH).

6 Tpebosanun K Kearuduxayuu onepamopa

K BrImonHeHHIO M3MepEHUi MOTYT GBITh AOMYILEHB! JIHLA, HMEIOIie BhICIIee
WX cpelHee clieNMalbHoe obpasoBaxue, NpollejlIe MOATOTOBKY jAns pabGoThl Ha
KHAKOCTHOM XpoMmarorpade ¢ JTUOZHOMATPHYHBIM JETEKTOPOM, H3YyYuBIIHe
TpeGoBanus 6e3011aCHOCTH W HACTOSIIYIO METOAUKY.

7 Ycnoeun gvinonnenun usmepenuii
IIpu BEIMOIHEHHHK M3MepeHui B naGopaTopuu [10] momxHEl 6bITE cOGIIOACHBI
ClelyIOIIHe YCIOBHAX:
- TeMmepaTypa Bo3myXa TpH paGore (20 + 2) °C;
- atMocheproe naeneHue (84,0 — 106,7) xIla (630
cTonba);
7




- OTHOCHTeNbHas BIAXHOCTH Bo3AyXa (60 = 15) % mpu Temnepatype 20 °C;

- HanpsKeHwe nuraroweit cetn 230 B £+ 10 %;

- uacrora Toka (50 = 0,5) I'mw.

BrimonHeHWe u3MepeHME Ha JKMAKOCTHOM Xpomarorpade HpoBOAATCH B
YCHOBMAX, PEKOMEHJOBAHHBIX TEXHMYeCKOM AoKyMeHTauued Kk mpubopy u
HacCTOSILUUM IIPOEKTOM METOLUKH.

8 ITodzomoeka K 6binoHeR U0 UsMepeHui

[epen BhImONHEHHMEM H3MepeHUit NOMKHBI OBITH NpOBeNEHB! ClEAyIOIME
paboOTEI: TIOATOTOBKA HM3MEPUTENLHOH anmaparypbl, NPUTOTOBJIEHHE DPACTBOPOB,
YCTAHOBJIEHHE IPaJyHpOBOYHOM XapakTepUCTHKH, OTOOp H INOArOTOBKa Npob K
aHasu3y.

8.1 Iodzomoeka usmepumenvHoll annapamypboi

BimouaroT  KHAKOCTHOH  Xpomartorpad  COIVIaCHO  HHCTPYKUMH MO
OKCIUTyaTallMu. YCTaHaBIMBAIOT paboude pexXHMBl Ui KOJNOHKM M JETEKTOpa.
IpoBoasaT crabunusaumo paboTel xpoMarorpada Ha pabouux pexuMax B TeUEHHUE
40 — 60 mMuH.

8.2 Ilpuzomoenenue pacmeopos

8.2.1 OcHogneie cmanoapmuvie pacmeopel Oaf azudona-2, Kanmaxca,
anebmakca, yumama, smuayumama, ougenunzyanuduna, muypama 4 u muypama E ¢
xonyenmpayueii 1000 mxz/cy’

BseemmBator mo 0,1 r arupona-2, kanTakca, ajdbTaKca, [MMaTa, STHILHMATa,
AugeHunryanuauHa, taypama JI u tmypama E ¢ Townocteio + 0,0001 r wm
pacTRopsior B 20 cM’ aleTOHMTpMNa B MEpHBIX KonGax obbemom 100 cm® 1o
TIOJTHOrO PacTBOPEHHA M HOBOISAT [0 MeTkH pacTBopHTeneM. Cpok XpaHeHMs — He
Honee 6 MecsIeB B XONOIHIILHAKE.

8.2.2 Pabouue zpadyuposounsie pacmeopul muypama [, kanmaxca, yumama ¢
xonyenmpayueii 100 mx2/cm’

5,0 cM® OCHOBHOTO FPalyMpPOBOYHOTO PACcTBOPA THypaMa JI, Kalrtakca, UiMata
IHNETKON 06EMOM 5 cM® BHOCAT B MEPHYIO KOIGY 065eMoM 50 cM’, IOBOIAT 06BeM
pacrBopa A0 MeTKH aneToHATpmwioM. Cpok XpaHeHH — He 60nee Meciana B
XOJIOAMIIBHUKE.

8.2.3 IlIpuzomoenenue 2padyuposoyHoix pacmsopos

B mepHEIe KOn651 BMeCTHMOCTEIO S0 cM® (i aruaona-2 — 25 cM’) HanuBaroT
onpejeNneHHbIe KodecTa pabounx TPaYHPOBOYHEIX PACcTBOPOB A1IA THypaMa I,
KanTakca W LMMaTa KOHueHTpatmedl 100 MKr/cM’, M OCHOBHBIX CTaHApTHBIX
pactBopoB THypaMa E, mudeHWIryaHHIuHa, armfiona-2, ajsTakca H JTHIUMMaTta




OCHOBHOI'O CTaHAApTHBIX PpacTBOPOB, KOTOpPHIE TpeﬁleTCﬂ A1 X TIOJy4deHHd,

HpeacTaBleHsl B Tabnuue 3.

Tabmuua 3 — CxeMa NpUTOTOBIIEHAA IPagyHPOBOIHBIX PaCTBOPOB I IIOCTPOEHHUS

IpajydpoBOYHEIX IpadukoB

Tuypam J{
HoMep pacTeopa 11 rpafiy#pOBKH 1 2 3 4 ! 5
O6nem pabouero 0,75 1,0 1,5 2,5 3,0
IPATYHPOBOYHOrO PaCTBOpa (CM)
KkoHNeHTpamuy 100 Mxr/em’®
O6bem pacTBopa paszbasncHus 49,25 49,0 48,5 47,5 47,0
(anetonuTpHI), CM®
KoHuenTpanus, Mxr/cM’ 1,5 2,0 3,0 5,0 6,0
Tuypam E
Ob6weM rpayHpoBodHOTrO 1,25 2,0 2,5 4,0 5,0
pactBopa (CM3) KOHICHTPaUHuK1
1000 mxr/cm®
O6beM pacTBOpa pa3baBiieHHS 48,75 48 47,5 46,0 45,ﬁ
(allETORMTPHI), CM
KonnenTpanus, Mkr/cm’ 25 40 50 80 100
Arunon-2
06BeM rpafyMpOBOYHOro 2,5 3,75 5,0 7,5 10,0
pacTBopa (cM”) KOHUEHTparHE
1000 mMxr/cm’
O6seM pacTBOpa pasbaBIeHu 22,5 21,25 20,0 17,5 15,0
(alleTOHNUTPHI), CM
Kouuenrparms, Mxr/cM 100 150 200 300 400
AdeHUITYaHH INH
O6beM rpayHpOBOYHOIO 1,25 2,0 2,5
pacTBopa (cM®) KOHIEHTpalHH
1000 mxr/cm’
O6beM pacTBopa pa3basiicHus 48,75 48 47,5
(auerosmTpan), cM>
KoHueHTpauus, MKI/cM® 25 40 50
Kanrrake
O6wem paboyero 3,75 5,0 7,5 10,0 15.0
rpaiyHpOBOYHOTO PpacTBOPa (cm’) ’
KOHIeHTpauwA 100 Mxr/cM’
O6neM pacTBOpa pasbaBleHRS 46,25 45,0 42,5 40,0 35.0
(aneToRmTpAN), M ’
KoHUEHTpamusi, MKr/cM 7.5 10 . 15 20 30
AnrkTake
O6BeM rpalydpOBOYHOT0 1,0 1,5 2,0 2,5 20
pacTBopa (cm’) KOHIIEHTpamuy ’
1000 mxr/cm’
OGsem pacTBopa pasbaBieHus 49,0 48,5 48,0 475 6.0
(alleTOHHUTPHI), CM -
Konnentpanus, Mxr/cm’ 20 30 40 50 ”“"6"(;'7 A
s TeXBHYCCKOR '\";‘
9 'S\ undoprammm )
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Ipopomxenue Tabmmie 3

Mat
O6nem pabouero 1,25 2,0 2,5 4,0 5,0
rpazyHpoBOYHOTO pacTBopa (cM)
KoHueHTpanuy 100 miar/em’®
OGwem pacTBopa pa3basiieHus 48,75 48 47,5 46,0 45,0
(aneronuTpun), cM’
KOHUEHTpaIus, MKr/cM’ 2,5 4,0 5,0 8,0 10,0
Orunuumar
OGBEM IpayupOBOYHOrO 1,25 2,0 2,5 4,0 5,0
pacTBOpa (CM®) KOHIEHTpALH
1000 mxr/eM’
O06BbeM pacTBOpa pazbaBlieHus 48,75 48 47,5 46,0 45,0
(aueToRATPIIT), o
KoHIeHTpanus, MKT/cM” 25 40 50 80 100

9 Yemanoenenue zpadyupoeounoii XapaKkmepucmuxu

IMony4eHHsle I'paAydpOBOYHBIE DPacCTBOPHl AHANU3UPYIOT Ha XXHUAKOCTHOM
xpoMatorpacde Agilent 1260 Infinity, ocHalleHHOM IHOAHOMATPUYHBIM JETEKTOPOM,
HayuHasd C caMolM HH3KOM KOHIEHTpaIluu. XpoMartorpadupoBaHHe INIpH aHAIU3e
KaXI0r0 IPafyHpOBOYHOrO pacTBopa mpoBomsaT Asaxapl (k=2). [Ipu 3TOM KOMKHEI
cobroaThes HUKecae IyIomye yCIOBHA XpoMaTorpahpoBaHus.

9.1 Yenosus xpomamozpadpuposarua
Kononka Hypersil ODS-C18 (4,0%250 MMm), 3epHeHHE 5 MKM

CocraB moABMXHOM a3kl  ALIETOHHTPHII: ACHOHH30BaHHAsA BOJA
TPaJMeHTHBIH PEXUM STIOUPOBAHH 110 NIPOrPaMMe:

Bpems Omoent A Qumioent B CxopocTh
aHam3a, (aueTtoHuTpun), (JEHOHU3OBaHHAA  3JIIOUPOBAHMA,
MHH % BOxa),% MI/MUH
0,00 70 30 0,8
10,00 90 10 0,8
16,50 70 30 0,8
O6mneM BBOAUMO# mpoGst 20 MK
Temneparypa KONOHKH 20°C
Jinvna BOJTHBI 254 um s 0T, 320 HM ans kanrtakca, 227 HM As
anpTakca, 280 HM mys aragona-2
Iupuna menn 4 1M
Bpewms anamiza 16,5 Mun
Bpewms Brixoaa 3,2 £0,3 mun ana JPTI, 2,8 0,3 ana xanrakca, 11,0

+0,3 mns ansraxca, 12,4+0,3 MuH ang arugona-2
Konouka Hypersil BDS-C18 (4,6x150 mMM), 3epHeHue 5 MKM
CocTaB NOABWKHOM a3bl  AllETOHUTPUI: NEMOHM3OBAHHAsA BOJA B COOTHOIDEHWH
80:20, M30KpaTHIECKHHt pexXxum
CkopocTs mogauu 0,6 oM’ /MuH
HOXBIKHOH (a3ssl

10 = nopwaTHaRot




O6beM BBOMMMO# PO 20 MK

Temmnepatypa KONOHKH 20°C

JlnuHa BONHBI 216 aM ans thypama J{ u tuypama E, 254 HM Ans
LIMMATa U 3THIHMMATA

Inpuna menn 4 uM

Bpewms ananusa 9 MuH

Bpems BeIxoaa 3,5 +0,3 mun ans taypama JI, 5,4+0,3 MuH /i
taypama E, 4,4 203 gna upmara, 84403
STHALMMATA

9.2 ocmpoenue 2padyupoeounozo zpaguxa

Ilpu nocTpoeHHH rpanyupoBo4HOro rpaduka Ha ocu abcuuce OTKIaAbIBAOT
KOHLEHTPALMIO BELECTBA B PACTBOPE, II0 OCH OPJAHHAT — COOTBETCTBYIOIIEE CPEaHEe
3HaueHMe IUIONANH MHKOB, HalileHHOe U3 Napa/NeNbHbIX Pe3ysIbTaTOB H3MEPEHUH.

ITo momydeHHBIM JaHHBIM METOJOM HaUMEHBUIMX KBAAPATOB PacCUMTHIBAIOT
K03()pHUIHEHTH! pErpeccHH a U b upsmoii:

y=bx+a, 6]

rie y — Iiomans NMKa KaXJ0oro yCKOpHTeNs BYJIKaHU3AIlHH;
X — KOHIEHTpanus KaXHOro YCKOpHTENs ByIKaHM3alMM B TIpafyBpOBOYHOM
pacTBope;
a ¥ b — ko3 pUIMEATE! perpeccHH.

9.3 Konmpons cmabunvrHocmu epadyuposounozo zpaguxa

Kontpones rpaxyvpoBouHoro rpadmka OCyIIeCTBIAeTCS Kaxablii pas mepen
Ha4alioM U3MEpEeHuH.

I'pamyupoBounblif rpadMK CYHTAeTCS MPUTOAHBIM I  BBIIOTHEHMS
U3MEpeHu#l, ecnud IpH H3MEPEeHHM KOHTPOJNBHOTO pacTBopa C 3aJaHHOM
KOHLIEHTpaleli OTHOCHTEIBHOE pacxoXXAeHHe MeXy 3HauYeHHEM KOHLEHTpaLyH,
HaliIeHHBIM 110 TPaflyHpOBOYHON 3aBHCUMOCTH, Cyyy, W 3HaUCHHEM KOHIEHTPALMH,
OPHMIIMCAHHEIM  KOHTPOJNBHOMY pacTBopy, Cy, HE TPEBBICHT HOpMaTHBa

cTabUIBHOCTH:
}C—“’C_—C"ll 00% < K . )

B nmpotmeHOM ciyyae HeoOXOOUMO TIPOBECTH IOCTPOEHHE HOBOTO
rpagyrpoBo4HoOro rpaduxa.

3HaueHyus HOPMATHBOB KOHTPONS I'pafXyApPOBOYHBIX PACTBOPOB IIPEICTABIIEHE]
B Tabuuue 4.

Ta6nuua 4 — HopMaTHBEI KOHTPOISA IpafyHPOBOYHBIX IpadHKoB

Konuentpanus
Hopmatus crabunsHocTd, % KOHTPOJIBHOTO pacTropa,

HaumeHoBanne
BElleCTBa

3,63
2,11
1

arumon-2




Tpoxomxenue Tabnuus 4

T 3,71 10,00
2,13 20,00
ANBTAKS 9,74 30,00
6,57 50,00

—— 2,18 4,00
1,29 8,00

STUILHMAT 8,21 40,00
3,18 80,00

IUGEeHmITyaHUANH 2:27 40,00
3,11 80,00

— 1,57 2,00
0,77 5,00

Tiypavt E 2,02 40,00
1,19 | 80,00

10 IToozomoexa npo6 k ananusy

MpuroToBneHre BHITXKEK M3 0OpaslioB NPOBOAMTCA MPH ONpPEneTeHHOH
9KCTIO3MINH, TEMIEPaTypHOM PEXHMe U C YJeTOM oL@y NOBEpXHOCTH 00pasLia.
VYV  uccnemyemplx o06pasloB HM3MeEpAIOT Iuolaik ofpasna, paccUHTHIBAIOT
HeoO0X0oAMMELl 00beM AMCTHILIHPOBAHHON BOABI U1 HACTAMBaHMA 00pasIia C y4eTOM
COOTHOIIEHHUS [UIOMANY TIOBEPXHOCTH M3NEMa (CM) K 06beMy IHCTHILTHPOBAHHOI
Boel (CM®).

Ipo6omoAroToBKy AMIs ONpe/ieNeHHs YCKOPHTeNeH BYIKaHU3AM) B M3AENUIX
MEIULHUHCKOTO HasHa4YeHus mpoBoaaT mo MHerpykumu 1.1.10-12-41-2006 [11], mo
MeToauuecKyM YyKa3aHUAM II0 CAHMTApHO-THIMEHHYECKOH OlleHKe PEe3WHOBBRIX H
JIaTEKCHBIX W3JEeNuM MeAMIMHCKOro HasHadeHus [l1], ans Marepumanos,
MpeaHa3Ha4YeHHEBIX U1 KOHTaKTa ¢ MMMIIEBHIMH MPOAYKTaMH 1O MHCTpYKUmH 4.1.10-
15-92-2005 [12]; Ang npoBENEeHHA  MCCIEJOBAHMIT  HPOU3BOACTBEHHON W
cneuuanbHoi oaexasl mo MY 11-11-15 Pb 2002 [13], B urpymkax no CanliuH
2.4.7.14-34-2003 [14].

KonuyecTBO mapamiensHbIX HCCIeoBaHUH Mg OXHOro obpasua AoikHO
OBITH HE MEHee ABYX.

11 Ilpogedenue ananusa

IIpoOy NpUroToBNeHHOH BOAHON BEITSIKKM 0OBEMOM 100 oM’ 3KCTParupyioT
no 3 MUH B AEJINTENBbHOM BOPOHKE ABAXCIbI, MCNONb3ys 20 oM JMXJIOpMeTaHa Ha
KaKIyro SKCTpakuuio. O6beiMHEHHbIE SKCTPAKTh! COGMpAIOT B FPYIIEBHAHYIO KOGy
IUIsl OTTOHKU DacTBOPMTENs, 3aTeM MOJHOCTBIO YAAsIOT €r0 Ha pPOTAlHOHHOM
HCMapuTene, Ccyxofl ocTaTok pacTBopmor B 1 oM’ alUETOHUTPHIA W
XpoMaTorpagupyIoT Ha JXUIKOCTHOM XpoMaTorpade Agilent 1260 Inﬁmty HE MeHee
2-x pa3s. Tlo rpanynpoBOYHOMY rpadMKy HaXONAT COZEPIKAHHE AHIFTTrms
BEHIECTB B npobe.




s momyueHHs KOHEYHOTO Ppe3yNLTaTa MPOBONAT [Ba Napa/lIeNBHBIX
onpeneNeHus.

12 Pesyasmamot ananuza

KoHuenTpaumio arumona-2, KanTakca, ajbTakca, LUMara, OSTHILHAMATa,
ubennnryanuunaa, Taypama JI n THypama E B BoIHOM BBITSKKE (MKI/CM’, MI/IM’)
onpeAensioT o cleAyrowei popmye:

V-C
==, 3
V,-Rec )
rae C - KOHLICHTpalld YCKOpHUTEJs ByIKaHU3allMKd B BOJHOW BBITAXKKE

aHanu3KupyeMol npoOkl, HaliieHHas o rpanyn?onquOMy rpaduKy, Mxr/cm’;
V — o6veM pasBeneHus cyxoro ocrarka, 1,0 cm’;
¥ — 06'beM BBITAIKKH, B3STOI U1 aganu3a, 100 cM’;
Rec — cTeneHs H3BIeYSHHS B OTHOCHTEIBLHBIX eUHUAIAX,
PesynsTaT ananu3a NpeiCTaBISIOT B CIEAYIONIEM BHJE:
Y=Xi+ X,
2 2
rae X, — pe3yabTaT HEPBOTo NMapaJUIeEHOTO ONpeNeeHus;
X, — pesynbTaT BTOPOTo NapaliebHOro ONpeaeiieHus.
lapaHTHpOBaHHBIM pesyNbTaT M3MepeHHH, BhlxaBaeMblii naGopatopwei,
MOXeT OBITE IPEACTABIEH B BUAE:

@

X +U(X)), mr/m’, )
rae X — cpelHee apu()METHYECKOE M3 PE3ylNbTATOB M3MEPEHHH 2-X MapalebHbIX
npo6, momy4yeHHOe B COOTBETCTBHY ¢ .11 1 paccunTanHOe Mo dopmye (4);
U(X) — abcomoTHOe 3HaYeHHe MaKCHMalbHOM pacHIMpeHHOH HeonpeneleHHOCTH,
KOTOpOE paccHUTHIBaeTcA Mo dhopmyne:

UX)=Ux0,01xx, 6)
rae U — oTHOCUTENBHOE 3HaUeHHE MaKCHMAaNbHOM paciiMpeHHOH HeonpeaeneHHOCTH
(rabnuua 2).

PesynbTarhl aHanu3a BBIMMCISIOT € TOYHOCTHIO O TPETHETO0 AECATUUHOIO
3HaKa Qs Taypama JI, kanrtakca 4 HMAara, C TOYHOCTBIO JI0 BTOPOTO AECATHIHOTO
3HaKa Jjis THypama E, pudeHnnryasuInHa, ansTakca W 3THIIHMATA, C TOYHOCTRIO
0 TIEPBOTO AECATIYHOrO 3HaKa JUIA arufona-2.

13 Ogpopmnenue pezynomamos ucnsimanuii

PesynpTaThl  u3MepeHuii odopMisior 1O (opMe,  YCTaHOBIEHHOM
IelicTByrouieil B 1abopaTOPHH CHCTEMOH PETUCTPallNH NaHHBIX.

Pesynprarhl JOIDKHEI BKIIFOYATh CIENYIOLTYI0 HHOOPMALHIO:

—HanMmeHoBanue (mudp) npoosr;

— JaTy MpoBeleHHs U3MEPEHUIA;

—pe3yiabTaTel  M3MEpEeHuH, BKOYas Bce HeOOXOAWMEIE [aHHKIE T
MPOMEXYTOYHEIE PACUETHl, Pe3yJIbTAThl apaIeNbHEIX U3MEPEHHIH, OKOMrTTes
pe3ynbTar;

Otaen HayuRO-
Texnuaeckol
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— tamunuro oneparopa.

14 Ilpoeepka npuemnemMocmu pesyibmamos usmepernuii

14.1 Ilposepka npuemnemocmu pe3yibmamos usmepeHusl, NOTYUEHHbIX 8
YCROBUAX noBMOpAEMOCmU

IlpoBepKy NMpHEMIIEMOCTH pe3yJbTaTOB H3MEPEHHI OCYILECTBIISIOT COIIACHO
n. 5.2.2.1 [15].

JBa pesynsTaTa MCHBITAHUH JOIDKHEI OBITE MNONYYeHBl B  YC/IOBHAX
HOBTOPAEMOCTH.

PaccunteiBaloT abCOMIOTHOE PACXOXKIACHUE MEXAY Pe3yIbTaTaMH €JAHNYHBIX
HabmoNeHwi |X, - X,|, 3HadeHNe KOTOPOro CPaBHHBAIOT C aBCONIOTHEIM 3HAYEHHEM

TipefeNa TIOBTOPAEMOCTH [y AGCONIOTHOE 3Ha4YEHHe Npejena NOBTOPAEMOCTH [aec,
mr/an’, PaccaHTHIBAIOT 110 PopMye:

Voo =0,01-r-)_(, ®)
rae 0,01 — xoadhduuuenHT nepecyera U3 NPOLEHTOB;
X — cpeaHee apudMeTHYecKOe 3HaAUEHHE [BYX peE3YJIbTATOB ENUHMYHEIX

HaGmoneHuii, Mr/am> ;
¥ — OTHOCHTE/IbHOE 3Ha4YeHH e NIpefieiia NOBTOPAEeMOCTH, %, yka3aHHoe B Tabnuue 1.
Ecnu nng 3Hadenus aGCONOTHOrO PAcXOXACHUS MeXAY AByMs pe3ynLTaTaMu
€AMHUYHBIX HAOINOLEHUH BBINONHAETCS YCIIOBHE:
|X, = X, K7 ®
To 00a pesynbraTa CYMTAIOT MPHEMIIEMBIMH M B Ka4ecTBE Pe3yNbTaTa M3MEpeHHi
YKa3kIBAIOT CpeqiHee apudMeTHYECKOE 3HAYEHHE X , PACCUUTAHHOE N0 dhopmyre (4).
Ecnu a6comoTHOe 3HaYeHHEe Pa3HOCTH JIPEBBIIIAET 3HAUCHHE ¥4, TO ClEAYET
TIONYYHTD ellle ABa pe3ynbTaTa. Ecnu pasMax 9eThlpex pe3yJIbTATOB WCHBITAHHM
paBeH MMM MeHBIIEe KpuTH4eckoro pasmaxa (¢dopmyna 10), To cpeasee
apu(MeTHYECKOe HYeTHIpeX pe3ynsTaToB (topMyna 12) AOIDKHO YKashIBATECA Kak
KOHEYHBl 3asBJIAEMBIH pe3yNbTaT.
‘Xm - er‘n‘ SCRO'95, (10)
CR0,95 = 3,6XG, (l 1)
o, =001-0,, X
3HaueHHS O, [IPEACTABIEHBI B Tabmuie 1.
Tt X+ K+ X, (12)
4
Ecnu f[aHHOe YCIOBHE He BBHINOJHAETCH, TO CIEOYeT OTKasaThCs OT
NONYYEHHEIX NAHHHIX, BBIACHHTE M YCTPAHMTh NPUYHHBI, INPUBOJAILME K
HeyAOBNETBOPUTENEHEIM PE3YIBTATAM.

14




14.2 Ilposepxa npuemnemocmu pe3ynemamos uIMepenut, NOLYYEeHHbIX 8
YCOBUAX NPOMEICYMOYHOU RPEYUIUOHHOCU

Konrpone BHyTpunabopaTtopHOX BOCHPOM3BOAUMOCTH 00S3aTeleH Mocie
pemMoHTa O0OpYJOBAaHMS HIM CYMIECTBEHHBIX H3MEHEHWI YCIOBHH BHINONHEHHS
HU3MepeHuit.

ITpoBepKy MpHEMIEMOCTH pe3yIbTaTOB H3MEPEHHH, ONYYEHHbIX B YCIOBHAX
NIPOMEXYTOYHOM NPEeLI3HOHHOCTH, OCYLIECTBISIOT cornacHo [15].

INocne npoBepky MOMYHYEHHBIX Pe3yILTATOB MApPAIUIENbHBIX ONpeNeeHuil 1o
KPUTEPHIO MOBTOPAEMOCTH [0 I.14.1 paccUUTHIBAIOT cpefiHee apUMeTHIEeCKoe X
BYX pe3yNbTaTOB U3MEPEHHH X| B X2 COOTBETCTBEHHO, MI/IM :

? _ X+ X 2 , ( 13)
N . 2
me X, u X, — CpeOHHE 3Ha4YeHHA, pacCHMTAaHHBIE Ha OCHOBaHHH JBYX

napajlIeNbHBIX M3MEpeHWit, BBRIYHUCIEHHBle mo ¢opmyne (4) B YCIOBHUAX
MPOMEXYTOYHOM IIPELU3HOHHOCTH.

PaccuuThIBaloT aGCOMIOTHYIO PA3HOCTh Pe3yLTATOB X1 H X2, H CPABHHMBAIOT
¢ abCOMOTHBIM 3HaYE€HNEM IIpefieNa IPOMeXyTOTHOM { [IPeLIU3HOHHOCTH CR 4.

CRys =0,01-CRyps X (14)
rae 0,01 — xoachdunueHT A4 epecyeTa MPOLIEHTOB;

2
CRoss = ,\HRZ --'2— , (15)

Iae ¥ 4 R — OTHOCHTENbHbIE 3HAYEeHHA NPEAENIOB OBTOPAEMOCTH ¥ IPOMEKYTOUHOM
HPEeLH3UOKHHOCTH, yKa3aHHbIe B Tabnune 1.
Ecnun pmns 3HadeHHWs aOCOMIOTHOTO PpAcXOXIOEHHS MEXTY pe3ylbTaTaMu
BBINIONTHAETCS YCIOBHE
X1 - X2[CR s (16)
To 00a KOHEYHBIX pesyibTaTa, NONYy4YEHHBIC B YCIOBHAX IPOMEXYTOYHOMN

NPEeLM3HOHHOCTH, CYMTAIOTCS NIPUEMIEMBIMH M CpelHee 3HaUeHHe X , pacCHHTaHHOe
1o ¢opmyine (13), MOXET GBITH MCIIONB30BAHO B KaU€CTBE 3ajABIAEMOr0 pe3yIbTaTa.
TIpu npeBsnueHMH R, 3HadeHHS R KOHTpONbs HOBTOPsIOT. IIpm moBropHOM
NpEBHIIEHMH YKa3aHHOTO HOPMAaTHBA JOIDKHBI OBITH BBIACHEHEI M YCTPaHEHH!
TPYHMUHEL, MPUBOALIME K HEYXOBIETBOPHTENBHEIM Pe3yNbTaTaM KOHTPOIS.

15 Ilposepra cmabwisrocmu pe3y/ismamoe usmeperuii

CTaGHUIBHOCT: PE3yJNbTATOB H3MEPEHHM IIPOBEPSEICA C HCIONB30BAHHEM
KOHTpONBHOI KapTs! Illyxapra B coorBeTcTBUM C [16] 11.6.2.2.

Ipu nocTpOeHHHN KOHTPONBHOH KapThl HCIIONB3YIOT OJMH H3 IPafyHPOBOYHBIX
pacTBOpOB JUIl KaXOOro YCKOpHTENs Byjikanmsauud. ConepaHHe ycKopHTens
BYJIKAaHU3ALM B IPafyMpOBOYHOM PacTBOPE HNOJKHO COOTBETCTBOBATH nnanazouy
usMepenuii. ['pajyHpOBOYHBIE pacTBOPHl JOJDKHEI XPaHUTBCH B
obecrieunBaromMX CTaOWILHOCTE KOHLEHTPALMii YCKOpHUTENeH B
BpEMEHH.
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PaccuuteiBatoT:
- HUEHTPANBHYIO THHMIO: d;xC;,
rae d; = 1,128 (xoadunuenT Ans pacdera LEeHTPAIbHOM IMHAN LA n=2);
- rparuis! perynaposanus: UCL=D,xc,,
rze D, = 3,686 (ko3dduuneHT A1 pacdeTa rpaHULEl peryaupoBaHus i n=2);
- npenynpexgatomue rpapuusl: UCL=D,(2)xo;,
rne Dy(2) = 2,834 (xoadduiment ona pacyeTa HpeAyNpeXNAlOLMX IPaHHI[ LI
n=2);
O, — CTaHJapTHOE OTKJIOHEHHE NTOoBTOpsieMocTH, % (Tabmuna 1).
OLeHKy CTaHAApTHOTO OTKJIOHEHHS IIOBTOPSAEMOCTH G, 38 OTYETHHIH MEpHOX
(20 - 30 m3mepenuit) momy4atoT o hopmyne:
L
2w

o, =| = |/dy = w/dy, (17)

;

THe w, = x100% — pa3mMax;

!X =X z,J
X o

X)i # Xg; — PE3yJIBTaTH IEPBOrO M BTOPOTO ONpeIeNeHus AMs i-0 Mapsl, MI/aM’;

Xepi — CpejiHee 3HauY€HHE pe3YNBTATOB IIEPBOTO M BTOPOTO ONpeAeNeHHH ansd -0k

Taphl, MKI/KT

L — xonuyecTso map nNpoBENEHHBIX H3MEPEHMH 3a OTYeTHBIH mepuop (20-30

H3MepeHHH).

TomyyeHHble 3Ha4eHUs] 3aHOCAT B JIMCT NaHHBIX KOHTPONBHOM KapTHI:

Jara HabmonaeMple 3HaUEHUS
NIPOBEACHUA Pasmax w, % Onuc
POBEN X, X, Xep s aHue
aHATA3a
Cymma
Cpexnee - /d
3HAYEHHE wid,

I'pauaecku o oci X OTKNaIbIBAIOT JaTy NPOBENeHUsI aHaIN3a, o och Y —
pasmax w. Takke OTMEYalOT LEHTPANTBHYIO THHHIO M JIMHUH MpPEyNpexarowei 1
PeryIupyIowei rpatuil.

HHrepnperamuio pe3ynbTaToOB NPOBOAST B COOTBETCTBHH C TpeGoBaHMsMu
[16] m.6. '

TeXBRYECKOR

BEGOpMAUNE
16 ¥ BOpMATHBHOR
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