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YTBEPXJAIO

PyxoBoautens denepanbHON CryxObI
0 HAA30py B Chepe 3aruThl Npas
MOTPEOUTENICH U ONATOMOTYYHS YEIOBCKA,
I'maBHBIHM roCy 1apCTBEHHBIN CAHUTAPHBIH
Bpa4 Poccuiickoit ®eaepaimu

I'. T'. Orumenko
02 aBrycra 2010 .
Jara BeeaeHus: 1 okrs0ps 2010 r.

4.1. METObI KOHTPOJIS1. XUMHWUYECKHE ®AKTOPBI

OnpeaeneHne 0CTATOYHBIX KOJHYECTB JUMETOMOP(a
B AIr01aX BHHOTPAAa H BHHOIPAAHOM COKE METOAOM
BBICOK03 () heKTHBHOI KHAKOCTHOIH XxpomaTorpaduun

MeTtoauueckue yKkazaHusi
MYK 4.1.2689—10

Hacrosmue METOAMYECKHC YKA3aHHSI YCTAHABIMBAIOT METOJ BBICOKO-
3((EeKTHBHOM >KUIKOCTHOH XpoMarorpauu A ONpenencHHS B SAroAax u
COKE BHHOTPAZA MACCOBOM KOHLCHTPAIWH AUMETOMOP(A B AHANMA30HE KOH-
nenrparmit 0,01—0,1 Mr/xr.

Jeiicryromiee BemecTBo: JAumeroMopd.

CrpykrypHas popmya:
cl Cl
Q
—_» -+
Y IV
o
HsCO OCHjs HsCO OCHs

E)- “Z

Moun. macca: 3879
Bpyrro dopmyna: CyH,CINO,
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(E, Z)-4-[3-(4-xmopopermn)-3-(3 ,4-mumMeTokCcrpe HIT)akprtor | Mopo-
muH (IUPAC)

(E,Z2)-4-[3-(4-xn0popernn)-3-(3,4-mumMeToKCUeHIT)- 1 -OKCO-2-TpoTe-
aun|Mophomun (CAS)

CmMech H30MEPOB MPEACTABIHIET COOO0H OCCIBETHBIC KPUCTAILIBI C TEM-
neparypodt miaBineHus 1252—1492 °C. (E)-u30Mep HMEET TEMIEPATypy
masieHus 136,8—138.3 °C, naBnenueM mapos 9,7 X 107 mMPa (25 °C). (2)-
H30MEp HMEET TeMIeparypy IuaeiaeHusa 166,3—168,5 °C, raBneHueM mapos
1.0 x 10 mPa (25 °C).

Koadumment pacnpenencHus B cucteMe H-OKTaHOI-Boza Ky, 1gP = 2,63
s (E)-uzomepa; 2,73 nma (Z)-u3omepa (20 °C). Pactsopumocts B Boze 81,1
(pH 5), 49.2 (pH 7), 41,8 (pH 9) (mr/mam’, 20 °C).

PacTBOPHMOCTh B OPraHHYCCKMX PACTBOPHTELIX (Mr/mM’, 20 °C): H-Tek-
caH — 0,11; Tonyon — 49,5; muxnopmeran — 461; meranon — 39; aneron — 100;
Jtunauerar — 48,3,

T'uApOUTHYECKH M TEPMHYECKH CTAaOMJICH B HOPMAJIBHBIX YCJOBHAX.
(E)- u (Z)-m30Mep nmepexoadr ApyT B ApyTa Ha CBETY.

Kparkas Toxcukosoruueckas xapakrepuctuka: LDso mia kpsic 3500—
4300, mprmeit 3700—5000 mr/kr. OcTtpas KOXKHAsS AKTHBHOCTh JUI1 KPBIC
LDso > 5000 mr/kr. He uppuTaHT A1 KOKH | T1a3 (KpoJuku). MHramsmmo H-
Hast akTuBHOCTH LCso > 4,2 Mr/mv’. LDso ams muén > 100 MKr/0co6b.

OO0nacTe NPHMCHCHHUS: JIOKATBHBIH CHCTEMHbIH (D)yHTHIMI, HHTHOHUTOD
00pa3oBaHuA KJICTOYHOH CTEHKM IPHOHOTO OOMHMIIETAa, HHTHOHTOP POCTa H
CIOPOHOIIECHUS TPHOOB.

Turuenmyeckue HopMmatuebl. BMJIY mumeromopda B BHHOTpaae
0,5 Mr/kr.

1. MeTpoJsioruueckasi XapaKTepHCTHKA MEeTOAa

IIpu coOmoneHUN BCEX PErNTAMCHTHPOBAHHBIX YCJIOBHH IPOBCACHHUSA
aHaIM3a B TOYHOM COOTBETCTBHMH C JAHHOH MECTOAMKOH IOTPEINHOCTH (M €€
COCTABILIOIIKE) PE3YJIbTATOB M3MEPCHUI IPH JTOBEPHTEILHOH BEPOATHOCTH
P =0,95 He mpeBbImacT 3HAYCHUH, PUBEACHHBIX B Tabmuue 1, Ay COOTBET-
CTBYIOLIUX JHANA30HOB KOHICHTPAIHH.
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Tabnuua 1
MeTpostornyeckue napaMeTpbl
Tlokazaremn
Juamazon | HopmaruB | moBTOpsieMocTH
OTIpeJIENs- TouHOCTH  |(oTHOCUTENbHOE | Ilpenen | Ilpexen
OOBEKT €MBIX KOH- (TpaHurIIB! CpeIHEKBa/lpa- |TIOBTOPsI-| BOCIIPOM3-
aHalIM3a LIEHTpAaIYH, | OTHOCUTENLHOM | THYECKOE OT- | EMOCTH, | BOJUMOCTH,
MI/KT  |TIOTPENIHOCTH),| KIOHEHHE II0- r, % R, %
(Mr/mr) +3,% BTOPSIEMOCTH),
o, %
SIroapl
BHHOTpAJIA 0,01—0,10 <50 6 16,6 28
Bunorpambii| o g1 19 <50 7 194 28
COK
Tabnuua 2

TTonnora u3BAedeHns1 JUMeToMOpga, CTAHAAPTHOE 0TK/IOHEHHE,
J0BepUTEIbLHBII HHTEPBAJI CpeHero pesyiabrara aisi n =20, P = 0,95

TIpeser JlMarason Cpemiee Hoseprren-
orpeiersie- CraHapTHOE | HbIi
AHain/Impye- oGCHapy- II\EIXHKOH_ 3HAUCHUE OmgHgT};e cpled;[{;:?gan
MBIif OOBEKT | JKEHMS, e p—" OIIPC/ICIICHMA, S.% | pesyimrara
MI/KT HIp > % ’ ey e

MI/KT £ %

Sromer

BHIHOTPaia 0,01 10,01—0,10 88,7 73 15

Brnorpamiif | 001 [001—010| 8438 7.7 155

2. MeToa u3mepenust

Meroauka 0CHOBaHA Ha ompeacieHud qumeToMop@da metoaoM BOXKX ¢
HCTIONB30BaHHEM Y@ meTekTOpa MOCie €ro M3BJICUCHHS W3 00pas3LoB aLeTo-
HUTPHIIOM B NPHCYTCTBHH AUCTATHOTO Oy()epa, HACHICHHOTO CyIb(aToM
MArHUS, H O00CCICYMBAIOINCTO PA3AC/ICHHC BOAHON W OPTaHHYCCKOH (a3, u
OYHCTKH ALCTOHUTPUJILHOTO SKCTPAKTA CHIIUKATEIIEM C IOMOMIIBIO THCTICPCH-
OHHOH TBepAO(DA3HOH HIKCTPAKIHH HPH OAHOBPEMCHHOM VIAJICHHH BOZBI
0E3BOAHBIM CYJIB(ATOM MATHHS.

Hnenrndpukamms gumeroMopda MPOBOAUTCA MO BPEMEHH YIACP)KUBA-
HHA, KOMHYECTBCHHOE ONpe/IeIeHHE — METOI0M a0COIOTHOH KaTHOPOBKH.

H30upaTenbHOCT METOAA 0OCCICYMBACTC COYCTAHHEM YCIOBHI ITOA-
TOTOBKH IPO0 M XpoMarorpagpupoBaHHsL.
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3. CpeacTBa H3MepeHHii, peaKTHBDI,
BCIIOMOraTe/IbHbIE YCTPOHCTBA H MATePHAJIBI

3.1. Cpeocmea usmepenus

XKunxocrasrit xpomarorpad «ACQUITY» ¢pupmsr
«Waters» ¢ ObicTpockanupyommM Y@ aetekTo-
POM, CHAG)KCHHOM JETa3aTOPOM, aBTOMATHICCKAM
poOOOTOOPHUKOM M TEPMOCTATOM KOJIOHKH

Becw anamurrucckue BJIA-200 T'OCT 24104—2001
Becs Texaunueckue BJIKT-500 T'OCT 24104—80
Kon6s1 MepHbie Ha 10, 25, 50, 100 e’ r'OCT 23932—90

MuxkpozaozaTopsl JIeHIHIET NEPEMEHHOTO 00BEMa

ot 200 10 1000 MM3 m ot 1 10 5 ™’

TTunerku rpagy MpoBaHHBIC I'OCT 29227—91

Llumiuapst MepHbie Ha 50 1 100 o’ rOCT 23932—90
JloTyCKaeTcs HCIOIb30BAHUE CPEACTB H3MEPEHHS C AHATOTHIHBIMHY HIIH

JIyYIIAMH XapaKTEPUCTUKAMH.

3.2. Peakmuent u mamepuanst

Aneronutpun gt BOXX, «B-230HM»

WA XY TV 6-09-3534—87
Bopaa 6uaucruumpoBanHad, AcHoHm3upoBaHHas [ OCT 6709—79
JumeroMopd ¢ coaepkaHHEM OCHOBHOTO KOMIIO-

HeHTa 99,7 % (Shell Research Limited)

Kucnota oprodocdopnas, xu T'OCT 6552—80
Kucnora yxcycHas, neasHas I'OCT 61—69
Maruuii CepHOKUCIBIN OC3BOIHBINA, XY T'OCT 4523—67
Hatpwuit ykcyCHOKMCIIBIN, U T'OCT 199—68

Cumukares, Merck 1.09385.1000
Ioasmxuas daza gt BIXKX: cMech aneToHuT-
puna u 0,005 M H3PO4 B cooTHomenuu 50 : 50
JlomyCKaeTca HCNO/Ib30BAaHHE PEAKTHBOB KBATH(DHKALKUEH HE HIDKE yKa-
3aHHBIX.

3.3. Bcnomozamenvivie ycmpoiicmea u Mamepuaisl
Anamruyeckas komouka ACQUITY UPLC BEH
CI18 (100 x 2,1) mm, 1,7 mxm (Waters)
Amnmapat 111 BCTPSIXHBAHHUS
Bopouxu maboparopusie B-75-110 T'OCT 25 336—382
Bumuctumsarop
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Konuenrpupyromue mnarponsi Juanak C16

(buoXumMak)

TTpoOupku ¢ NPUTEPTHIMU MPOOKAME

Ha 10, 20 cm’ TOCT 25336—82
OUIBTPEI OyMAXKHBIC «KPACHAS JICHTA)» TV 6.091678—86
Lenrpudyra OIMTu-8YXJI4.2 TV 5.375-4261—76
Inpun MeTUUUHCKHH ¢ pa3beMoM JIbroepa, T'OCT 22090

Z[onycxaeTcsi HCIIOJB30BAHUE APYTOro BCIIOMOIaTCIIbHOIO 06opyu03a-
HUA C TCXHUYCCKUMH XaPAKTCPUCTHKAMH HE XYIKC YKA3AHHBIX.

4. TpeGoBaHust Ge30MaCHOCTH

4.1. Ilpu nmpoeencHuM PadOTHI HEOOXOAMMO COOMIOAATH TPEOOBAHHUSA
TEXHHMKU OC30IACHOCTH, YCTAHOBJICHHBIC A1 Pad0T C TOKCHYHBIMH, CAKHMH,
nerkoBocmiaMeHsrormuMucs Bemectsamu (IOCT 12.1.005, TOCT 12.1.007).
Oprasmzamus  oOyueHHS paboTHHKOB Oc3omacHoct Tpyaa mo I['OCT
12.0.004.

IIpu BHIMOTHEHNY HU3MEPEHUH C HCMOJIB30BAHUEM KUAKOCTHOTO XpOMa-
Torpada u padoTe ¢ IEKTPOYCTAHOBKAMH COOMIOATH MPABHIIA 3JIEKTPOOe3-
omacHocTd B cooTBeTcTBHH ¢ [OCT 12.1.019—79 ¥ HHCTPYKUUAMH IO JKC-
IUTyaTauuy npuOopoB.

4.2. TlomMemeHune 1a00PAaTOPHH JOJDKHO OBITH 00OPYJOBAHO IMPHTOYHO-
BBITSDKHOW BEHTH/ILHMCH, COOTBETCTBOBATH TPCOOBAHHSAM MOXKAPHOH O€3-
omacHoctd 1o 'OCT 12.1.004—91 u uMeTh CPEACTBA MOMKAPOTYIICHHUS TIO
I'OCT 12.4.009. Conep:kaHHE BPEJHBIX BELICCTB B BO3AYXE HE JOJDKHO IIpE-
BBIIIATH HOpM, ycTanoBieHHBIX ['H 2.2.5.1313—03 «IIpenenpHO momycTH-
Mmbi¢ koHueHTpauuu (ITJK) BpeaHbIX BELIECTB B BO3AYXC PaO0UCH 30HBD).

5. TpeGoBaHHusI K KBaTH(PHKALMH 0NIEPATOPOB

W3Mepennsa B COOTBETCTBHH C HACTOSAIMICH METOAMKOM MOXKET BBINOJI-
HATH CHCUHATHUCT-XUMHUK, HMEIOINHIA OMBIT PaOOTHI METOIOM BBICOKO3((eK-
TUBHOM JKHJIKOCTHOH XpoMaTorpa()uu, 03HAKOMIICHHBIH C PyKOBOJCTBOM IO
IKCIUTyaTaluu XpoMatorpada, OCBOMBIIHI JAHHYFO MCTOAWKY H IOITBC-
JUBIIMH SKCNICPHMEHTAIBHO COOTBETCTBHE IOJIY4AacMBIX PE3yJIbTATOB HOP-
MaTUBaM KOHTPOJI MOTPEIMHOCTH H3MEPEHHH 1o 1. 13.

6. YcnoBust m3MepeHHHH

[Ipu BBIMOTHEHHH H3MEPEHHH BBITOTHAIOT CIICAYFOIIHE YCIOBHA:
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® TNPOIIECCHI MPUTOTOBICHUA PACTBOPOB H NMOATOTOBKH IPO0O K aHATU3Y
MIPOBOJAT IpH Temmeparype Bo3ayxa 20 + 5 °C 1 OTHOCHTEIbHOH BIKHOCTH
He 6omee 80 %,

¢ BBHINOTHCHHE U3MEPEHHH HA JKHIKOCTHOM XpoMarorpade mpoBOIAT B
VCIOBHAX, PEKOMEHIOBAHHBIX TEXHIIECKOH JOKYMCHTALHCH K IPHOOPY.

7. IloaroToBKA K ONpeAesIeHHI0

7.1. Konouyuonuposanue kojionku

Ilepen mauamom anamu3a KoJ0HKY (Acquity BEH C18) xoHauImoHwH-
PYIOT B TIOTOKE TOABIKHOH (a3sl (0,1—0,2 cM’/MHH) 10 CTAOHIH3ALMM HY-
JICBOYU JIMHUH.

7.2. IIpuzomoenenue pacmeopos

7.2.1. 0,005 M pacmeop opmogpocgoproii kucromei: 0,5+ 0,01 T 98 %
opTo(hoCcdOPHOI KHCIOTEH MOMEIIAIOT B MEPHYO K010y 06BemMoM 1 mv’, pac-
TBOPSIOT B OMIUCTH/UTMPOBAHHOM BOJC M TOBOIAT OOBEM IO METKH.

7.2.2. J[na npueomoegnenus nooguUiCHoil (pazel CMCIIHBAIOT ALCTOHUTPHIT
¢ 0,005 M pacteopom opTohocdopHOit KHCIOTH B cOOTHOmEHuHH 50 : 50 Mo
00BEMY, HCTIOIB3YS MCPHBIC IIHJTHHAPSL

7.3. IIpuzomosenenue 0cHo6H020 U 2pAdYUPOBOUHBIX PACMEOPOS

7.3.1. Ocnoenoii pacmeop c¢ xonyenmpayueii 0,5 me/cm>: TOUHYIO
HaBecKy aumeromopda (50+0,5 Mr), mepeHocAT B MEpHYH KOIOy Ha
100 cnr’, PacTBOPAIOT B ALICTOHUTPHJIC H JOBOAAT 00BEM ALETOHHTPHIIOM JI0
MCTKH).

I'panyupoBounbie pactBOopsl ¢ KoHueHTpammsimu 0,01, 0,02, 0,05 u
0,1 MKI/CM’ TOTOBAT METOOM IOC/ICIOBATEIBHOTO PA3GABICHAS [0 06BEMY,
MCIIOJIB3Ysl PACTBOP MOABIKHOMH (ha3sl (cMech aueronutpwiaa u 0,005 M op-
ToochopHO KHCIOTH B cCooTHOmEH!H 50 : 50).

7.3.2. Pacmeop N 1 ¢ xonyenmpayueii 0,1 Mxe/cM>: B MEPHYIO KOIOY
Ha 100 cM’ TATETKOH BHOCAT 1 CM® OCHOBHOTO PACTBOPA H JOBOJAT IO METKH
pacTBOPOM MOABIKHOM (a3l (5 Mkr/cy). 3arem 10 cM® MOIyYEHHOTO pacT-
BOPA MHIETKOM MEPEHOCAT B MEPHYIO KOOy Ha 100 cM’ M BHOBB JOBOIAT 10
METKH PaCTBOPOM TOABIKHOH (asel (0,5 Mxr/cy’). TToce 3TOT0 B MEPHYEO
xo16y Ha 100 cv’ BHOCAT 20 CM’ MOJIYYEHHOTO TOCIE BTOPOTO Pa3GaBICHHS
PacTBoOpa | AOBOAT A0 METKH PACTBOPOM MOABHKHO# (ha3sl (0,1 Mri/car).

7.3.3. Pacmeop Ne 2 ¢ xonyenmpayueii 0,05 mre/cm®: B MEPHYKO KOJIOY
Ha 100 cM’ BHOCAT muMeTKO# 50 oM pacteopa Ne 1 ¥ JOBOAAT A0 METKH pac-
TBOPOM MOJBHXKHOH (pa3sl.
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7.3.4. Pacmeop Ne 3 ¢ xonyenmpayueii 0,02 Mr2/em’: B MEPHYHO KOJIOY
Ha 100 o’ BHOCAT THmeTKO#H 40 cM® pacTBopa Ne 2 M IOBOJAT 10 METKH pac-
TBOPOM IOJBH)KHOH (pasbl.

7.3.5. Pacmeop Ne 4 ¢ xonyenmpayueii 0,01 MK2/em’: B MEPHYIO KOJIOY
Ha 100 oM’ BHOCAT THmeTKO# 20 cM® pacTBopa Ne 2 M IOBOJAT 10 METKH pac-
TBOPOM IOJBMKHOH (pazbl.

OCHOBHOH PaCTBOP MOKHO XPAHHTH B XOJOJHIBHHKE IPH TCMIICPATYPE
0—4 °C B TeucHHE 1 MeCsIa, rPaay HPOBOUHBIC PACTBOPHI — B TCUCHHE CYTOK.

Ilpu u3yueHHUH MOJHOTHI ONPEIENCHUS TUMETOMOP(A B SXOAAX BHHO-
rpaja ¥ BHHOTPATHOM COKC HCIIOJIb3YIOT AlCTOHHTPHJIBHBIC PACTBOPBL BELIC-
crea. Hamepumep, pacTBOp BHECCHHSI C KOHIEHTpauued mumeromopda
0.1 MKI/CM> TOTOBAT H3 OCHOBHOTO PACTBOPA C KOHIEHTpamucii 0,5 mr/cm®
METOJO0M NOCIEI0BATEIBHOTO Pa30aBICHIS O 00BEMY ALETOHUTPUIIOM aHA-
Joru4HoO 1. 7.3.2.

7.4. Ilocmpoenue zpadyuposounozo cpaguxa

Jl1 yCTaHOBJICHHS TPAIy HPOBOYHOM XaPAKTCPUCTHKH (IIOINAIb MTHKA —
KOHIIGHTpAIHs AEMETOMOp(da B pacTBOpE) B Xxpomarorpad BBOAAT 1o 10 My’
TPaxyMpPOBOYHBIX PACTBOPOB (HE MEHEE 3-X MAPAJUICIBbHBIX H3MEPCHHH IS
KOKIOH KOHLCHTPALMH, HE MEHee 4-X TOYCK MO JAHAMA30HY H3MEPACMBIX
KOHLCHTPALHi). 3aTeM H3MEPSIOT IUIOINATH MHKOB M CTPOST IPaMK 3aBUCH-
MOCTH CPEAHETO 3HAYCHHMS IUIOIAIH MHKA OT KOHIEHTPAMH JAMETOMOP(a B
TpasyHpPOBOYHOM PACTBOPE.

MeTonoM HAMMEHBIIUX KBAAPATOB PACCUMTHIBAIOT TIPaJy HPOBOYHBIH
k03¢ urmeHT (K) B ypaBHCHUH JTMHCHHOM PETPECCHH:

C=KS, rae

S — momane MuKa rpagydpoOBOYHOTO PACTBOPA. [ paayHpOBKY mpH3HA-
FOT YJOBJICTBOPHTCIILHOM, €CIIM 3HAYCHHE KOA(PPHUIUECHTA JIMHEHHOH KOoppe-
JIIMH OKa3bIBacTCs HE Xyske 0,99.

I'panynpoBOYHYIO XapaKTEPHCTHKY HCOOXOAUMO MPOBEPATH IPH 3aMCHE
PEaKTHBOB, XpOMAaTOrpahuueCcKOi KOJOHKH HIIH 3JIEMEHTOB XpoMaTorpagu-
YECKOM CHCTEMBI, A TAKKE MPH OTPHLATCILHOM PE3yJIbTaTe KOHTPOJIA IPafy-
HMPOBOYHOTO KOA()(PHIHCHTA.

I'panyMpoBOYHYIO 3aBHCHMOCTH NMPH3HAIOT CTAOWILHOH NPH BBINMOJHE-
HHUH CIIEAYIOMIETO YCIOBHL:

C-
€Sl 100< 4, . 1e
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C — aTTecTOBAaHHOE 3HAYCHHE MACCOBOHM KOHLCHTPAUMH AUMETOMOpP(a B
TPagyHPOBOYHOM PACTBOPE,

Ci — pe3yipTar KOHTPOJIBHOTO H3MEPEHMS MACCOBOM KOHLECHTPAIMH
IuEMETOMOp(ha B rpagyHpOBOYHOM PACTBOPE,

homrp. — HOPMATHB KOHTPOJIA TPAZyHPOBOYHOTO KO3(HIHECHTA, Y.
(onrp= 10 % Tpu P = 0.95).

8. Ot6op npo6 u xpaHeHHe

Ot6op mpo6 BuHOTPaza mpou3Bo AT B cootBeTcTBUM ¢ [OCT 25896—83
«BuHOTpax cBeKHi CTOMOBBIH. TeXHUUCCKUE YCAOBHA». [IpoOBI Ar0x BHHO-
Tpaja XpaHsiT J0 AHAIK3a B MOPO3WIBHON KaMepe IPU TEMIIEPATyPe HE BHIIIC
—18 °C B TeueHue 6 mecsues. [IpoObl BHHOTPAIHOIO COKA XPAHAT B XOJO-
JUIBHAUKE mpH Temmeparype 0—4 °C B TCUCHHE HEACIH.

9 IlpoBeaeHue onpenesieHNUs

9.1. Onpeodenenue oumemomopgha 6 6uHoZpaonom coke

Tlepen mpoBeaeHHEM aHamH3a MPOOY OT(PHIBTPOBAHHOTO Yepe3 OyMark-
HBIH (HIBTP BHHOTPAAHOTO cOKa 00BEMOM 10 £ 0,05 oM’ MPOIYCKAIOT Yepes
KOHUeHTpHpYromuii natpoH [Juanmak C16. @umprpar otOpaceiBarot. Jlume-
toMop( mompyioT 10 cM® CMeCH alCTOHMUTPHIA H BOABI B COOTHOLICHHH
4 : 1. DaroaT COOHMPAIOT, MEPEHOCAT B TC()IOHOBY IO LICHTPH(DYKHYFO IPOOHp-
Ky U JaJdbHEeHIy o 00paboTKy mpoBOaAT Ho Im. 9.2.

10.2 Onpeoenenue oumemomopa 6 sicooax sunozpaoa

T'omoreHu3HpoBaHHbIE MPOOBI siroa BHHOTpaza maccod 10+ 0,1 r mo-
MCIIAIOT B TC()IOHOBYIO UEHTPH(YKHYIO TPOOHPKY BMECTHMOCTBIO 50 CM,
npuOaBILIOT 2 cM’ BOTBI, 8 CM aneroHuTpuia, 0,1 cM’ NesHOM YKCYCHOH
KHCJIOTBL, 4 T 0€3BOAHOTO Cyib(aTa MarHusi 1 1 T YKCYCHOKHCIIOTO HATPHSL.
TIpoOupKky IIOTHO 3aKPHIBAOT IMPOOKOH, BCTPSAXUBAKOT HA amIapaTe B Teye-
HEe 15 MuHYT B neHTpHGYTHPYIOT NpH ckopocTH 8000 00/MHH B TCYCHHC
10 MuHYT. M3MEpsIOT 00BeM CYNIEPHATAHTA U KOIHYCCTBEHHO IIEPCHOCAT €T0
B IPYIYEO TE()ITHOBYIO LEHTPU(YKHYIO POOUPKY. [TpHOABISIOT CHIIHKAreb
u Oe3BoAHBIN cyab(aT MarHusa u3 pacyera 50 Mr cummkarens u 150 Mr Cyb-
data mMarmus Ha 1 cM® cyneprartanTa. TIpoGHPKY IIOTHO 3aKPHIBAIOT TPOO-
KOM, BCTPAXHBAIOT HA aNNapare B TYCHUE 15 MUHYT U UCHTPU(YTHPYIOT IIpH
ckopoctu 8000 06/MuH B Teuenne 10 MunHyT. KOMMUECTBCHHO OTOMpAIOT C
TIOMOIIBIO INIPHIA BEPXHUI AllCTOHUTPHIBHBIN CJIOH, MEPEHOCST €ro B Mep-
HYIO K00y BMECTHMOCTBIO 10 cM’ 1 10BOAT 06BeM 10 MeTk 0,005 M ¢oc-
dopHOit KHCTOTOH. 10 MM’ TIOJTyYCHHOTO PACTBOPA BBOIAT B XPOMATOTpad.
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10.3. Ycnosus xpomamozpaguposanus

VaerpasddexTusHbIi sxuakocTHOMH xpomarorpad «ACQUITY» dupmst
Waters ¢ OpicTpockaHHpyIOmuM Y® neTCKTOpOM, CHAOKCHHBIA JErazaro-
POM, aBTOMATHYCCKHM NMPOOOOTOOPHHKOM H TEPMOCTATOM KOJIOHKH. AHAJIH-
Trueckas kononka ACQUITY UPLC BEH Cl18 (2.1 x 100) mm, 1,7 MM
(Waters). Temneparypa xonorkd 30 + 1°C. TToxBwxkHas (paza: cMECh aleTo-
aHurpuna u 0,005 M oprodocdoproit kucaotsl B cootHomeHu: 50 : 50. Cko-
POCTB MOTOKA 3MocHTA: 0,2 CM/MuH. Pabouast JMHA BOJIHBI Y®-nerexropa
245 mM. O6BeM BBOAUMO# TIPOGHI 10 M.

Bpewms yaepkuBanusa £-gumeromopda 3.2 £0,1 Mum.

Bpewms yaepxusanusa Z-qumeromopda 4.5+ 0,1 muH.

JIMHEHHBIM OHanma30H ACTCKTHPOBAHUS COXPAHACTCS B MHTCPBAJIC KOH-
nenTpanmii 0,01—0,1 MKr/cy.

10. O6paboTka pe3y1bTATOB aHAIH3A

KomryecTBeHHOE ONpeAeneHHe NMPOBOAAT METOAOM aOCOFOTHOM Tpa-
JAYHPOBKH, COACPKAHUE TUMETOMOP(a B AroJax BUHOTPANA M BHHOTPATHOM
COKe (X, MI/KT) BBMUCIIIIOT 10 (hopMmyie:
Sy +Sy)- K-V

P

X -f.roe

(S +S3) — cymma miomazei MHKOB H30MEPOB JuMETOMOp(a B aHa-
mmsmpyemoit pode, v (AU);

K — rpamyupoBouHbIH KO3()(UUHECHT, HAHNCHHBIH HA CTAJUH MOCTPOC-
HUS TPASY UPOBOUHOH 3aBUCHMOCTH (MKT/cM® MMZ);

V' — 00b¢M mpoObl, TOATOTOBICHHOM I XpOMAaTOTrpa)uiIeCcKoro aHaJIH-
3a, CM,

P — HaBecka aHATHM3HPYEMOTo o0pasua, T, A1 BHHOTPATHOTO COKA —
00BEM B CM,

J— xo3bdumuenT m3preucHua qumeromopda = 100/monHOTY ompenere-
Hui (OPUBEACHHYIO B Ta0n 2, HampuMep, Uil SroJ BHHOTPAaga
100/88,7 = 1,13).

Coaep)kaHHE OCTATOYHBIX KOJMYECTB TUMETOMOP(A B aHATH3HPYSMOM
00pa3ie BHIYHCILIIOT KaK CPEAHEE U3 2-X MAPAIUICIBHBIX ONPEACICHUH.

OOpa3upl, JAOIMKHe MUKA OOJBIINE, YeM CTAHAAPTHBIA PACTBOP AHUME-
ToMopa 0,1 MKr/cM’, pa30aBIMOT MOABIIKHOH (asoit a1 BOKX.
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11. OueHka npHeMJIEMOCTH Pe3yJIbTATOB NAPAJIEIBHbIX
onpeaeeHHH
3a pe3yapTaT aHAITH3Aa MPUHAMAIOT CPEIHEE aPU(PMETHUICCKOS PE3yIbTa-
TOB JBYX NApaJUICIbHBIX ONMPCACICHUH, PACXOKICHHE MEKIY KOTOPHIMH HE
NPEBBIIACT NPEAeaa MOBTOPseMOCTH (1).
2-|x, - X,|-100
X, +Xy)
X}, X5 — pe3yabTarsl mapaeIbHBIX ONMPEACICHUH, MI/KT;
7 — 3HAUEHUE MPEEIa NOBTOPAEMOCTH (1 = 2.8Gy).

[Ipu HeBbmosHEeHUH YCIOBHS (1) BBLICHSIOT MPHYWHBI IPEBBIMICHUSL
TIpeeia MOBTOPAEMOCTH, YCTPAHSFOT X H BHOBb BBIIOTHSIOT AHAJIH3.

<r,rame

12. OdopmiieHHe pe3yIbTATOB

PesymbTar aHaIH3a MPEICTABILIOT B BHIC!
(X + A) mr/kr npu BeposTrOCTH P = 0,95,

rae X — cpelHee apH(METHUECKOE PE3yJIbTATOB ONPEICICHHIA, MpPH-
3HAHHBIX MTPUCMIICMBIMH, MI/KT;,

A — rpaHu1a A0COTIOTHO# MOTPCITHOCTH, MI/KT;

A=5-X/100,

0 — rpaHUIA OTHOCHTEJILHOM MOTPENIHOCTH MCTOAHMKH (TMOKA3ATENb TOY-
HOCTH B COOTBETCTBHH C AUATIA30HOM KOHLCHTPALHii), Y%.

B cayyae, eciu CoaepKaHHE KOMIIOHCHTA MCHEE HIDKHEH TPAHHLBI THA-
Ma30HA OMpPEACIIEMBIX KOHIICHTPALMH, PE3yJIbTAT AHATH3A MPEACTABISIOT B
BHJIC:

«COJCP)KAHKME BELICCTBA B MPOOC «MEHEE HIDKHCH TPAHHLBI OMpEACTe-
HIsD» (Hanpumep: Meree 0,01 mr/kr*, rae *—0,01 mr/kr — npenen oOHapyxe-
HHUS AUMETOMOp()a B BUHTPALE).

13. KonTposs xauecTBa pe3yJibTATOB H3MEPEHHI

OneparuBHbIH KOHTPOJIb HOTPEIIHOCTH M BOCHPOH3BOJUMOCTH H3MEpE-
Hui ocymecteisiercs B coorserctBud ¢ [OCT P UCO 5725-1-6-2002 «Tou-
HOCTH (TPAaBIJIBHOCTh M MPEHU3HOHHOCTH) METOAOB H PE3yIbTATOB H3MEpE-
HHID).

13.1. CraOuapHOCTD PE3yJIBTATOB H3MCPCHHH KOHTPOJHMPYIOT IEpex
MPOBEACHHCM U3MEPCHHUMH, AHATH3HPYS OAHH U3 IPaJyHPOBOYHBIX PACTBOPOB.
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13.2. IInaHOBBI BHYTPH-1a00PATOPHBIM ONCPATUBHBIA KOHTPOJL IPO-
LEAYPhI BLIMOJTHCHHSA AHAIH3A MPOBOAMTCS C MPHMEHEHHEM METOIA JOOABOK.
Bemmuna no6asku C, A0DKHA Y AOBICTBOPATD YCIOBHIO:

Cb = A}z,X + Aﬂ,X'a
rae £ A, x (£ A,x/) — XapaKTEPUCTHKA MOIPEIMHOCTH (a0COMOTHASA MO-
TPEIIHOCTB) PE3yJIbTATOB AHAIN3a, COOTBETCTBYIOMIAS COJACPYKAHUIO KOMIIO-

HEHTA B HCIBITYEMOM 00pa3ue (PacYCTHOMY 3HAUCHHIO COACPKAHHSA KOMIIO-
HEHTa B 00pasue ¢ J00ABKOM, COOTBETCTBCHHO), MI/KT, IIPH 3TOM:

A, =+ 0,84A
rae A — rpaHHIa abCOFOTHOM MOTPEITHOCTH, MI/KT:
A=3-X/100,
d — rpaHMIIA OTHOCHTEIFHOM MOTPEIIHOCTH METOIUKH (TI0KA3ATENb TOY-

HOCTH B COOTBETCTBHH C AUANA30HOM KOHLCHTpaLuii), %o.

Pesymbrar koHTpO Iponeay poI K, paccuuThIBArOT MO hopMmy sie:

K. =X"-X-C,

rae — X, X, C, — cpeanee apu)METHUCCKOE PE3YIbTATOB MAPAILICIBHBIX
ONpeacacHUH (MPU3HAHHBIX MPHEMJIEMBIMH 10 1. 11) coaeprkaHus KOMIIO-
HEHTA B 00pa3le ¢ A00aBKOH, HCIBITYEMOM 00pa3sue, KOHUCHTPALM 100aB-
KH, COOTBETCTBCHHO, MT/KT.

Hopmarus xorTpost K paccuursiBarot no gopmye:

K:,/Azﬂ,X&Azﬂ’X , 6))

IIpoBoaar comocraBicHHE pe3yibTata KOHTpous mpoueaypsr (Ko) ¢
HopMaruBoM KOHTpOULt (K). Ecnu pesynbrar KOHTPOISI MPOLEAYPHI Y IOBIC-
TBOPAET YCIOBHIO

K. |<K. @)

NpOLIEAYPY AHAIK3A MPH3HAIOT YI0OBICTBOPHTCIIBHOM.

Ilpu HEBHMOMHEHHH YCIOBHA (2) MPOLCAYPY KOHTPOJSL IOBTOPSEOT.
IIpu MOBTOPHOM HEBBIMONHEHHH YCIOBHS (2) BBUICHSIOT NMPHYHHBI, NPHBO-
JUIIEC K HEYIOBICTBOPHTEILHBIM PE3yJIbTaTAM, M NPUHHMAIOT MEPHI K HX
YCTPAHCHHIO.

13.3. IIpoBepka MPHEMIIEMOCTH PE3yJIbTATOB M3MCPCHHIA, TOJIyYCHHBIX
B YCIIOBHAX BOCTIPOM3BOIUMOCTH:
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PacxoxxneHue MexKIy pe3ynbTaTaMd H3MCPEHHMH, BBIMOJHCHHBIX B IBYX
Pa3HBIX JA0OPATOPUSX, HE JOJDKHO MPEBBIMIATH MPEIENia BOCIPOH3BOAMMO-
cru (R):

2- —-X,|-100
|X1—2| <R, rze 3)
X, +X,)

X1, X2 — pe3ypTaThl H3MEPEHHUH B IBYX Pa3HbIX Ja00PATOPHAX, MI/KT;
R — mpexaen BOCIPOU3BOAUMOCTH (B COOTBETCTBHH C AHANMA30HOM KOH-
UeHTpaumii), %.

15. Pazpaboruuxu

Jomkerko B. WM., ubymsckas U. A., XKyprxosuu HU. K., Jlyroeku-
HaH. B., Kospos H.I'. (THY Bcepoccuiickuii Hay4HO-HCCICI0BATEIbCKHI
MHCTHTYT 3amuthl pacteHuii, CaHkT-IletepOypr).
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