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MpeoucnoBue

Llenu, oCHOBHbIE NPUHLMNLI U NOPSAAOK NpOBeAeHUs paboT N0 MeXrocylapCTBEHHOW CTaHAapTU3auumn
yctaHoBneHbl FTOCT 1.0 — 92 «MexrocyaapcTBeHHasa cuctema ctaHgaaptusauum. OCHOBHbIE MONOXEHUA» U
FOCT 1.2—2009 «MexrocyaapCTBeHHaA cucremMa cranaaptudauuu. CTaHaaptbl MEXroCyAapCTBEHHbIE,
npaBurna M pekoMeHgauuu no MEeXTroCyAapCTBEHHOW cTaHaaptusauuu. MNpaBuna pas3paboTku, NPUHATURA,
npuMeHeHus1, 0GHOBNEHUS N OTMEHbI»

CBeneHusa 0 cTaHgapre

1 MoAroToBNeEH OTKpPbITbIM aKUMOHEPHbIM o6wecTsoM «Bcepoccuiickuit Hay4HO-
ucecneaoBarternbCkuii MHCTUTYT cepTudpukaummu» Ha OCHOBE ayTEHTUYHOTO NepeBOAAa Ha PYCCKUN A3bIK
€BPONENCKOro PerMoHanbLHOro CTaHAapTa, ykasaHHoro B MnyHKTe 5

2 BHECEH ®eaepanbHbiM areHTCTBOM M0 TEXHUYECKOMY PErynupoBaHunio U metpororum (PocctaHaapt)

3 MPUHAT MexxrocyaapCTBEHHLIM COBETOM M0 CTaHaapTusaumm, MeTponorum u ceptudpmkayum (MPOTOKON
oT 29 mast 2015 . Ne 77)

3a npuHaTUE NPOrosnocoBany:

CokpalleHHoe HauMeHoBaH e
KpaTkoe HauMeHoBaHUe CcTpaHbl Koa ctpaHbl no MK HALMOHANBHOrO OpraHa

no MK (MCO 3166) 004—97 (UCO 3166) 004—97 N CTaHAAPTA3ALN
ApMeHus AM MwuHakoHOMUKK Pecny6nukn ApmeHusi
Benapyck BY loccraHaapT Pecnybnuku Benapycb
KasaxcTtaH KZ loccTanaapt Pecnybnuku KasaxcraH
Kupruaus KG KblprblactaHaapT

Mongaosa MD Monposa-Ctangapt

Poccus RU PoccTtangapt

TamXXukncTaH TJ TapxukcTaHgapT

YKpauHa UA MUWH3KOHOMPa3BUTUSA YKpaunHbI

4 Mpukasom degepanbHOro areHTCTea N0 TEXHUYECKOMY PEryrMpoBaHUIO U METPOSIOrMK OT 21 nionsa
2015 r. Ne 949-ct mexxrocyaapcTteeHHbin ctanaapt FTOCT EN 15607—2015 BeBeaeH B AEWCTBUE B Ka4yecTBe
HauuoHanbHoro ctaHgapta Poccuiickon ®egepauum ¢ 1 aueapsa 2017 r.

5 Hacroawun craHpapt WAEHTUYEH €BPONENCcKOMY pernoHanbHoMmy ctaHgapty EN 15607:2009
Foodstuffs — Determination of D-biotin by HPLC (Mpoayktel nuwesbie. OnpeaeneHne D-6uoTtuHa
BbICOKO3(PEKTUBHON XKMAKOCTHON XpomaTtorpadguen).

EBponenckuit permoHanbHbl cTaHaapT paspaboTaH TexHudeckum kommutetom CEN/TC 275 «AHanus
MULLEBbLIX NPOAYKTOB. [OpU30HTanNbHbIE METOAbI», CcekpeTapuatom koToporo sasnsetca DIN (Mepmanus).

MepeBoa ¢ HEMeUKOro s3blka (de).

OduumnanbHble  9K3EMMMAPbl €BPOMENCKOr0 PEruoHarnbHOro CcraHgapta, Ha OCHOBE KOTOPOro
MOAroTOBMEH HACTOSALLMIA MEXroCyAapCTBEHHbIN CTaHAAPT, U €BPOMENCKOro PErMoHanbHOro cTaHaapTa, Ha
KOTOpbIN JaHa ccbirnka, umetotes B degepanbHOM MHPOPMALUUMOHHOM (DOHAE TEXHWUYECKUX PErfiaMeHTOB U
CTaHaapToB.

CBeeHuMss O COOTBETCTBUM  MEXIOCYyAapCTBEHHbIX CTAHAAPTOB  CCbIIOYHLIM  €BPOMNENCKUM
peruoHanbHbIM CTaHAApPTaM NPUBEAEHbI B AOMNONHUTENLHOM NpUnoxeHun OA.

CTteneHb COOTBETCTBUA — uaeHTnyHas (IDT)

6 BBE[JEH BrNEPBbIE
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UHpopmayusa 06 USMEHeHUaX K HacmosuieMmy cmaHlapmy nybrukyemcss 6 exee00HOM
UHOPMaYUOHHOM yKasamerne «HayuoHanbHble cmaHdapmbly, @ MeKcm U3MeHeHUl U rorpasok — 6
eXEeMeCsIY4HOM UHOPMaUUOHHOM yKasamene «HayuoHanbHble cmaHOapmebi». B cniydyae nepecmompa
(3ameHbl) unu  OMMeEHbI Hacmosauwieeo cmaHlapma coomeemcemeyouwee ysedomreHue 6ydem
onybriuKoeaHo 8 EXEeMEeCAYHOM  UHQOPMaUUOHHOM  ykasamerne «HauyuoHanbHble cmaHO0apmbi».
Coomeemcmeyrowas uHgopmayus, yeedoMieHue U mekcmbl pasMelaromes makxe 6 UHopMayUoHHO
cucmeme obujee0 nonb308aHuUs — Ha oduyuanbHom calime ®@elepanbHo20 aeeHmemsea o
MEXHUYECKOMY pe2yniupo8aHuio U Memposioguu 8 cemu ViHmepHem

© CraHgapTtuHdgopmM, 2016

B Poccuiickon ®degepaumm HaCTOALWMW CTaHAAPT HE MOXET ObiTb MNOMHOCTBLIO MMM YaCTUYHO
BOCMPON3BEEH, TUPaXXUPOBAH U PacnpoCTpaHeH B kayecTBe oduumanbHOro usgaHus 6e3 paspelueHus
depgepantHOro areHTCTBa N0 TEXHUYECKOMY PETYNMPOBAHUIO U METPONOTUK
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rOCT EN 15607—2015

M EXTOGCYJAAPCTBEHHUB A CTAHAAPT

NMPOAYKTbI NULLIEBbLIE

OnpeaenexHune D-6MoTUHaA METOAOM BbICOKO3(P(PEKTUBHON XKUAKOCTHON
xpomartorpadpum

Foodstuffs. Determination of D-biotin by high performance liquid chromatography

Dara BBeaenus — 2017—01—01

1 O6bnacTb NpUMeHeHus1

Hacrosiwuii craHgapT ycraHasnuBaeT MeTod onpeaenenHus cogepxaHua D-OuotuHa B NULLEBLIX
npoayKkTax MeTOAOM BblCOKOI(PPEKTUBHOW >KMAKOCTHON Xxpomartorpadmn (BIXKX). Metoa npowen
BanMaaumio Npu mMexnabopaTopHbIX CPAaBHUTENbHBIX UCMBLITAHUSX C UCMONb30BAHUEM KaK OOOralUeHHbIX
npoB, Tak M Npob C ecTecTBeHHbIM coaepxaHuem D-6uoTuHA, @ UMEHHO KOHUEHTPAToB TUNA Cyxoro
3aBTpaka — MIOCMKU, CYXOro MONioka ANnA rPyAHbIX AeTen, NUOIUNNIMPOBAHHLIX 3EMNeHbIX OBOLLEH C
BETYMHON, NNMOUNM3UPOBAHHOIO KYPUHOrO BynbOHa M 00OraweHHOro anenbCUHOBOrO COKa B AuanasoHe
3HauyeHuin cogepxarus D-6uotunHa ot 16 go 200 mkr/100 r (cm. npunoxxexue B).

MpumevyaHus

1 HactoAwmm MeTogoM MOXET Takke onpeaenaTeca D-BMOLUTUH, XOTA HU B O4HON U3 Npob, UCNONb30BaBLLUXCA
npu mexnabopaTopHbIX CPpaBHUTENBHLIX UCNBITaHUAX, D-OBUOLMTUH He coaepxanca. TeM He MeHee OTKPLIBaeMOCTb Kak
D-6uoTuHa, Tak u D-6noumTrHa npesbiwaeT 90 % (cMm. [2] u [3]).

2 Mpu aHanuae npob, coaepxalinx KypuHble siiLa, MeToA NPUBOAWT K 3@HWXKEHHLIM 3HAYEHWAM coAepXKaHus
D-6noTuHa.

2 HopmaTUBHbIe CCbIITKU

MpuBeAEHHbIE HWXKE CCbINOYHbIE HOPMATUBHbLIE JOKYMEHTbl SIBMSIOTCS o06si3aTenbHbIMU - ANSA
NMPUMEHEHNA HAacTosiero crtaHgapTta. [OnA AaTWPOBAHHbLIX CCbINOK MNPUMEHUMO TOMbKO LMTUPYEMOe
usgaHue. B cnyyae HegaTtMpPOBaHHbLIX CCbINOK MCMONb3YIOT MOcnegHee U3JaHue AOKYMEHTa, BKIo4Yas BCE
U3MEHEHUS.

EN ISO 3696 Water for analytical laboratory use — Specification and test methods (ISO 3696:1987)
(Boaa ansi nabopatopHoro aHanuaa. TexHudyeckue TpeboBaHuss U METOAbI UCNBITAHWIA)

3 CywHoOCTb MeToaa

MeToa ocHOBaH Ha BbigeneHun D-6uoTtuHa n3 npob nuULLEeBbIX NPOAYKTOB 00paboTKON pepMeHTaMm u
KONMYeCcTBEHHOM onpeaenennn metogom BAXKX ¢ nocnekonoHoyHon aepusaTtusauuen ([2], [3]).

Komnnekcoobpasosanme D-6uotnHa ¢ 6enkoMm aBMAMHOM HABNSAETCH BeCbMa CrneumduyeckuMm.
MoaToMy aBMAWH, KOBANEHTHO CBSA3aHHbI C  (ONyOPECUEeHTHOW MeTko —  dnyopecLenH-5-
M30TMOLIMAHUTOM, UCNOMb3YeTCA B Ka4eCTBe peareHTa Ans nocnekonoHoYHON Agepusatusauum D-6noTuHa

([41, [8D)-
4 PeakTuBbl

4.1 O6LWKne NonoXeHus

Ecnu He ykaszaHO MHO€, TO NpU aHanu3e MCMONbL3YOT TOMbKO PEAKTUBLI rapaHTUPOBAHHON YNCTOTLI 1
BOAbI, MO KpawHei wmepe, crteneHn umctotel 1 no EN ISO 3696 wunu nOBTOPHO neperHaHHyio
AUCTUNMMPOBAHHYIO BOAY.

4.2 TpeGoBaHUA K XMMUYECKUM peakTMBaM U NPUroToBrieHne pacTBOpoB

4.2.1 MetaHon ana BA»KX, maccosas gons ocHoBHOro Bewectsa w(CH;OH) He meHee 99,8 %.

4.2.2 PacTBOp CepHOI KNCNOTbI MONSIPHOI KoHueHTpauuu c(H,SO,) =1 MOMb/AM®.

4.2.3 PacTBOp CepHOM KNCNOTbI MONSIPHON KOHUeHTpauun c(H,SO,) = 1,5 Monb/am°.

UspaHune ocpuumanbHoe
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4.2.4 JIUMOHHas KMCNoTa MOHOrMagpart, maccoBasi Aonsi oCcHoBHOro BewlectBa W(CgHgO7-H,O) He
MeHee 99,7 %.

4.2.5 Tuapodocdat HaTpua 2-BOAHLIN, MaccoBasa fonst ocHoBHoro Bewlecrtsa w(Na;HPO,2H,0) He
MeHee 99,8 %.

4.2.6 TnyTaTnoH, maccoBas Aons ocHoBHOro BellecTBa W(C1gH17N306S) He meHee 98 %.

4.2.7 3tuneHgnamumHTeTpaauetar Hatpusa (OOTA) 2-BoAHbIN, MaccoBasi [0S OCHOBHOrO BeLUecTBa
W(C10H14N2N3208'2H20) He MmeHee 99 %.

4.2.8 M'mapodocdar kanusi, MaccoBas fons ocHoBHoro Bewecrsa w(KoHPO,) He meHee 96 %.

4.2.9 Ournapodocchat kanusi, MaccoBas aons ocHoBHoro Bewectsa w(KH,PO,4) He meHee 99,5 %.

4.2.10 NMpurotoBneHue yutpaTHoro 6ycdepHoro pacTteopa

0,462 r MOHorm%pa'ra NUMOHHON kucnoTsl (4.2.4) n 1,05 r ruapodpocpara HaTpusi 2-BogHOro (4.2.5)
pacTBOPAIOT B 450 CM” AUCTMNNIMPOBAHHON BOAbI. YCTAHABNMBAIOT 3Ha4YeHue pH pacTsopa, pasHoe 5,7, npu
noMOLLM pacTBOpa CEPHOI KUcnoThl (4.2.3) 1 3atem pasbaenstoT pactsop Ao o6vema 500 oM’

Cpok xpaHeHus pactBopa — 1 AeHb.

4.2.13 1 MpuroTtoBneHue pacTBOpa rfyTaTMoHa MaccoBoi KoHueHTpauuu pP(C1oH17N306S)
=10r/gm

30 mr rnytatmoHa (4.2.6) pacTeopsioT B 3 CM® AUCTUINNPOBAHHON BOABI.

Cpok xpaHeHus pactsopa - 1 aeHb.

4.2.1 2 MpurotoBneHune pactBopa JATA maccoBoi koHueHTpauumn pP(CioH14N2Na>Og-2H,0)
=10 r/gm

0,1 r OOTA (4.2.7) pacteopsitoT B 10 oM’ OUCTUNNMPOBAHHOW BOAbI.

Cpok xpaHeHusl pactBopa — 1 aeHb.

4.2.13 MpurotoBneHue pacteopa rugpodocdara kanusa monapHon koHueHTpauum c(K.HPO,)
=0,1 monb/am’

17,4 r rmagpodpocchara kanua (4.2.8) pacreopsiot B 1000 cm° BOAbl.

Cpok xpaHeHusi pactsopa — 2 AHA.

4.2.14 MpuroTtoBneHue pacteBopa aurnapodocdara kanua MORAPHON KoHUueHTpauun c¢(KH,PO,) =
=01 MOnb/,El,Ms

13,6 r aurngpodpocdara kanus (4.2.9) pacreopsiot 8 1000 oM’ BoabI.

CpoK XpaHeHus pacteopa — 2 HS.

4.2.15 MpurotoBneHue docoarHoro 6ycgepHoro pactsopa ¢ pH 6,0

PactBopbl ruapococdara kanusa (4.2.13) u auruapocdoccdara kanusa (4.2.14) cMelumBaloT B Takow
nponopuuun, ytobbl 3HavyeHme pH npuroToBneHHoro pacreopa cocraensano 6,0 (Hanpumep, 30 06bEMHbIX
yacren pactesopa no 4.2.13 n 70 06beMHbIX YacTel pacTtsopa no 4.2.14).

CpoK XpaHeHus pactsopa — 7 AHEeWl Npu KOMHATHOW TeMneparype.

4.2.16 MpurotroBnenue ¢ocarioro 6ycdepHoro pacrsopa ¢ pH 7,0

PactBopbl rugpodoceara kanusa (4.2.13) u gurugpocdocdara kanusa (4.2.14) cMewmBaloT B Takow
nponopuuun, 4Tobbl 3HaYeHue pH npuroToBneHHoro pacreopa coctaensano 7,0 (Hanpumep, 40 06bEMHbIX
yacrei pacreopa no 4.2.13 n 60 06beMHbIX YacTeln pacTtsopa no 4.2.14).

Cpok XpaHeHus pacteopa — 7 AHEN NpU KOMHATHOWU Temneparype.

4.2.17 ManauH nopowkoobpasHbii (CAS 9001-73-4) ¢ yaenbHOW KaTanuTU4YeCKONn AaKTUBHOCTLIO
15 HkaT/Mr"’ MO OTHOLLEHMIO K 3TUNOBOMY 9cupy N-6ensoun-L-aprununa (BAEE) npu pH 6,2 u 25 °C.
YpenbHas katanuTuyeckas akTMBHOCTL 15 Hkat/mr cootBetcteyeT 1 ME/Mr (ME — mexayHapoaHas
eanHULA KaTanuTUYeCKon akTMBHOCTH).

4.2.18 PacTBOp NananHa MacCcoOBOM KOHLEeHTpauun 20 rI.qM"‘

4.2.18.1 MNpurotoeneHme pacreopa

1 r nopowkooGpa3Horo nanauHa (4.2.17) pacreopsior B 50 oM’ yutpatHoro OydepHoro pacrsopa
(4.2.10). Cpok xpaHeHus pactsopa — 5 gHewn npu 4 °C.

4.2.18.2 poBepka aKTMBHOCTU nanauHa

AKTUBHOCTb ManauHa MOXeT ObiTb MpoBepeHa NnyTeM NMPUroToBIIEHMSI BTOPOro akcTpakra (cm. 6.2) ¢
YABOEHHbIM KonuyecTBoM depmeHTa. HanpeHHoe coaepxaHue OUOTMHA [OOIDKHO COOTBETCTBOBATb
pac4YeTHOMY 3HA4YEHUWIO U HU B KOEM Clly4ae HE NpeBbLILLATH €r0.

" Katan (kaT) SBNSieTcs Npou3BofHoil eauHMLEN cucTeMbl CU ANs KaTanuTUYEeCKO! aKTUBHOCTH. 1 KaTanm —
3TO TaKasi KaTanuTu4ecKas aKTUBHOCTb, MPU KOTOPOI CKOPOCTb peakuun Npu 3afaHHbIX YCNOBUAX YBENWYMBAETCS Ha
1 mone/c.
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MpummewuyaHue — lMNpn MexnabopaTOpHbIX CPaBHWUTEMbHBIX MWCMbITaHUAX Obin Ucnonb3oBaH
rnopoLLkoobpasHbLId NanauH, I'IOCTaE!LLHVIKOM koToporo 6bina komnaHua VWR International GmbH, HilpertstraRe 20a,
64295 Darmstadt, Ref.-Nr 26 146.180t".

4.2.19 KoHbiorat ABuanH - cdnyopecuenHmsotmoumanar (Avidin-FITC), cogepxxawuii 80 % npoteuHa
(0T 2 0O 4 Monb hnNyopecUEeNnHU30TUOLMaHATA Ha KaXKabll MOMNb aBUANHA).

4.2.20 UcxoaHbin paCTBop Ons NOCrieKONIOHOYHOM AepuBaTU3aLuUMn MacCOBOM KOHLIEHTpaLuu
p(Avidin-FITC) = 50 mricm®

2,5 Mr KOoHbloraTa aBsuauH - dnyopecuenHusotmoyunarat (4.2.19) pacrsopsatot B 50 oM’ ¢docdartHoro
BydepHoro pacteopa ¢ pH 7,0 (4.2.16). Cpok xpaHeHusa pactesopa — 14 gHei npu 4 °C.

4.2.21 Pa6ouwmit paCTBop ONA NOCNEeKOSIOHOYHOW AepuBaTU3aLMU MACCOBOM KOHLIEHTpaUuMn
p(Avidin- FITC) 2 mr/em®

25 ¢M° UCXOAHOTO pacTtsopa Ans NOCNEKONOHOYHON aepuBaTtusayuu (4.2.20) cmewumsaiot ¢ 600 oM’
docpatHoro BydepHoro pacrteopa ¢ pH 7,0 (4.2.16). Nony4yeHHbI pacTBOp (pUNbLTPYIOT Yepe3 unbTp C
pasmepom nop 0,45 mkm (5.5). PacTBop yCTOWYMB NPU XPaHEHUN B TEMHOTE B TeYeHue 8 u.

4.2.22 NMoageuxHan dasa ana BAXKX

80 obwbemHbIX yacten chocdatHoro OydepHoro pactsopa ¢ pH 6,0 (4.2.15) cmewusaiT ¢ 20
00BbEeMHBIMK YacTAMKU MeTaHona (4.2.1) u unbTpyoT Yepes punbTp ¢ pasmepom nop 0,45 mkm (5.5).

4.2.23 Taka-guacrasa, BblaeneHHas u3 Aspergillus Oryzae, yaenbHasi katanuTu4eckas akTUBHOCTb
1500 HkaT/mr (cootBeTcTByeT 100 ME/Mr), Ans npo6 ¢ BLICOKMM COAepKaHMEM Kpaxmana.

4.3 O6pa3ubl CpaBHEHUSA

4.3.1 O6wume nonoxeHus

D-610TUH 1 D-6GuoumTuH MOryT ObITb NPUOBPETEHbI Y pasHbix noctaswmkoB. Heo6xoaumo y6eautbca
B TOM, YTO nukn D-6uotuHa n D-GuountuHa paspensiotca Ao 6a30BOV MMHMKM HA XpomaTorpaMme pacteopa
ux cmecu. Maccosasa 4ona OCHOBHOTO BeLLecTBa B 06pa3sLe cpaBHEHUs GUOTUHA MOXET ObITb YCTaHOBNEHA
B COOTBETCTBUM C MeToAoM EBponeiickoi dapmakoneu [6].

4.3.2 D-buoTtuH, MaccoBas gons ocHoBHOro sewectsa wW(C1oH1sN2O3S) He meHee 99 %.

4.3.3 D-buounTtunH, maccoBasa gonsa ocHoBHOro Bewectsa wW(CqsH2sN4O4S) He meHee 98 %.

4.4 icxopHble pacTBOPbLI

4.4.1 MNpuroToBneHue ucxogHoro pacTteopa D-6uoTMHa  MaccoBOM  KOHUEHTpauuu
p(C1oH16N2038) = 100 mMkr/cm®

MpubnusntenoHo 10 Mr obpasua cpaBHeHusi D-6uotuHa (4.3.2), B3BELUEHHOTO C MNOFPELUHOCTbIO
+ 0,1 wmr, pactBopstoT B 100 oM’ AUCTUNIMPOBAHHOW BOAbI. PacTBOpPEHME MOXET NPOAOMKaTLCA OT 4 A0 5 u.
CpOK xpaHeHusa pactsopa — 2 Mec npu muHyc 18 °C.

4.4.2 NpurotoBneHne UCXOAHOro pacrBopa D-OmouuMTMHA MacCOBOM  KOHLEHTpauumu
p(C16H23N404S) =100 MKrI(:M

MpuGnumauTensHO 10 Mr obpa3sua cpaBHeHuss D-6uoumtuHa (4.3.3), B3BELUEHHOTO C MOTPELLHOCTLIO * 0,1
mr, pacteopsiior B 100 oM’ AUCTUNNUMPOBaHHOM BoAbl. CPOK XpaHeHus pacteopa — 2 Mec nNpu MuHyc 18°C.

4.5 CtaHpapTHble pacTBOpPbI

451 CTaHnapTHble pactBopbl D-6uotuHa maccoBon koHueHTpauum p(CqoH16N,05S) ot 0,05 no
0,30 mkr/cm®

MpuroraBnueaioT I'IpOMe)KyTO‘-IHbIVI pacteop D-6uMOTMHA nyTem pa3baBneHns 1 CM> WCXOAHOTO
pactsopa (4.4.1) no 10 oM’ ,qucmnnMpOBaHHow BOAOI. 3aTeM roTOBAT LWECTb rPagynpoBOYHbLIX PaCTBOPOB,
pas6asnas 0,5; 1,0; 1,5; 2,0; 2,5 u 3,0 oM’ NPOMEXYTOYHOro pacreopa ao 100 oM’ AUCTUSNIMPOBAHHOW
BoAoOW. CpoK XpaHeHusi pacTBOpoB 1 A€Hb.

4.5.2 CranpapTHbiin pacTeop D-6moumtHa maccoBoi koHueHTpaumm p(CqeH2N40,S) = 0,30 MKr/em®

anFOTaBHMBaIOT NPOMEXYTOUYHbIW pacTBOp n)éTeM pa36asnexus 1 CM® UCXOZIHOTO pactsopa (4.4.2) ,qo
10 cm® aucTMnNnUpoBaHHOW BOAOW. 3aTeM 3,0 CM® NPOMEXYTOYHOTO pacTBopa pasbasnsior 4o 100 cm®
AUCTUNNUMPOBaHHOW BOAbl. CPOK XpaHeHus pacteopa 1 A€Hb.

5 Annaparypa

5.1 O6wWwume nonoxeHus
Mpu npoBeaeHuM ucnbiTaHMA UCMONbL3YIOT 00bIMHOE nabopaTopHoe 06opyAOBaHWE, B YaCTHOCTH,
cneayioulee.

V' 37a uHdopMaLMs NpuBe/ieHa UCKMIOUMTENLHO ANSA YA06CTBA MONL30BATENs HACTOALEro CTaHAapTa U He
ABMSIETCA NOAJAEPXKKOW yKasaHHOro nocraBLymka. MoryT GbiTb UCNONbL30BaHbI aHaNOMMYHbIE MPOAYKTLI, €CMN JOKa3aHo,
YTO MX NPUMEHEHUE MPUBOAMUT K UAEHTUYHBIM pesynbTaTam.
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5.2 TepmocrTart, noaaepxuvBaioLuii TemnepaTypy Ha yposHe (37 + 2) °C.

5.3 Cuctema ana BIXX, cocrosiasa u3 Hacoca, ycTponcTea ans ssoaa npo6, ynyopumeTpuyecKkoro
AeTeKTopa, NO3BOSSIIOLLErO NPOBOAUTL U3MEPEHUSA NPU ASNIMHE BOSMHbI BO3OY)XaeHUs 490 HM U ANUHE BOIHbI
peructpauum 520 HM, U cucTembl Anst cbopa u 06paboTKu AaHHbIX, HANPUMEDP UHTErpaTopa.

54 Oﬁpameuuo-q)asoabne aHanuTuyeckue KonoHku, Hanpumep LiChrosper® 100 RP-18
endcapped

MpuBeAeHHbIE HWKE XapaKTEPUCTUKU aHanUTUYEeCKOW KOMOHKW obecneunBaloT pasgeneHue MUKoB
aHanutoB A0 6a30BOW NUHUU:

a) ANUHA KONOHKKM 250 MM;

b) BHyTpeHHu gnameTp 4,0 Mm;

C) pasmep yacrtuy 5 MKM.

HonyckaeTcs MCnonb3oBaTb KOMOHKM MHbIX Pa3MepoOB M C MHbIM pa3mepoM dactuy. Mpu atom
napaMeTpbl pasgeneHuMs Ha TakuxX KOMOHKaxX AOSMKHbI ObiTb NPOBEPEeHbl, ¢ TeM 4YTOOLI rapaHTUpoBaTb
Mony4yeHMe CONOCTaBUMbIX pe3ynbTatoB. Kputepuem 9dh@eKTUBHOCTU NOAXOAAWMX aHANMUTUYECKUX
KOIIOHOK SIBMSIETCA pa3jeneHue NMKoB aHanuToB A0 6a30BOW SIMHUN.

5.5 YcTpoiicTea agna punbTpoBaHUA

YctpolictBa Ans ¢punbTpoOBaHMSI NOABWKHOM hasbl GONbLIOTO U Mamnoro pasmepa, CHabXeHHbIe,
Hanpumep, hunbTpamu ¢ pasmepom nop 0,45 MKM.

MpuMedyaHUNe— DUnsTpoBaHUE MOABUMXHOIW hasbl U pacTBopos Npob 4Yepes MemGpaHHbI PpunbTp ¢
pazMmepom nop 0,45 MKM nepes NpUMeHeHEM UM MHXEKTUpOBaHWEM Npo/rieBaeT CPOK XKU3HU KONOHOK.

5.6 MocneKonoHOYHbLIN peakTop, COCTOALMIA U3 CUCTEMbI ANA BBOAA peareHta, Hanpumep
T-06pa3HOro CMecUTens Co CneayloWmM 38 HUM KanunnsapHbIM PEakTopoM ANUHON 10 M, BbINOMHEHHbIM U3
nonMTETPadITOPSTUNEHOBOW TPYOkM BHYTpeHHero aunameTtpa 0,5 MM, CMOTaAHHOW MO cnupanu AMaMeTpoMm
14 MM, MW3roTOBNEHHOW, Hanpumep, no [7] (MO,El,eHb KOT2) Kanunnﬂprle peakTtopbl MOryT ObITb
npuobpeTeHbl Y koMnaHuin Cynenko unu MicroSolv Tech”

6 NMpoBeaeHMe ucnbITaHUn

6.1 MoaroToBKa UCNbLITYeMOM NPOObI

McnbiTyemyto npo6y romoreHnaupytot. Mpy6eie MmaTepuasnbl pasmanbiBaloT B NOAXOASLLENH MENbHULE U
TLWATENbHO MepeEMELUMBAIOT. YTOObLI UCKNIOYUTL ANUTENLHOE BO3AEWCTBME BLICOKMX TEMMNeEpaTyp, npody
npeaBapuTENbHO OXNAXKAAIOT.

6.2 JKcTpakums

Mpoby maccoi ot 0,5 a0 10 r (YTo NPUGNM3UTENBHO COOTBETCTBYET coaepxanuio D-6uoTtuHa ot 2 ao
15 MKF) B3BELUMBAIOT C TOYHOCTbLIO 10 1 Mr U nomeLuanoT B konby Spneumeuega K npoGe pobasnsior
300 MM® pacTBopa rHyTaTMOHa (4.2.11), 300 Mm® pactsopa SATA (4.2.12), 30 cM™ uutpartHoro 6ycepHoro
pacteopa (4.2.10) n 3 om® pactBopa nanavHa (4.2.18). MNpu BbICOKOM COaepXaHuUU Kpaxmana aobaensior
100 mr Taka-guartasbl (4.2.23). CMeCb BbliAEpPXUBAIOT B Te4YeHUe Hounm B Tepmoctate npu 37 °C npwu
MOCTOSHHOM NEPEMELUINBAHMM. Mocne oxnaxaeHus pacTBOp NEPEHOCAT B MEPHYI KOnby BMECTUMOCTbLIO
50 cm® pa3baBnaloT AUCTUNNMPOBAHHON BOAOW A0 MeTku. PacTtBOp nepemeLwumsalor u punbTpyloT Yepes
GyMaxHbIin punbTp. MNepea BBOAOM B xpoMaTorpad ero hunbTpyioT ewe pa3s yYepe3 unbTp ¢ pasmepom
nop 0,45 mkm (5.5).

MpumeyaHue— dunsTpoBaHUe Kak NOABWKHOW haskl, Tak U pacTBOpoB Npob yepes MeMbpaHHbIil punsTp
nepes NPMMeHEHUEM U1 BBOZOM B XpoMatorpad npoanesaeT cpok cryX6bl KONOHOK.

6.3 NMpoBegeHue xpomartorpagpuyeckoro aHanumsa

Dosupyior B BOXKX-cucrtemy paBHble 00beMbl rpasiyMpOBOYHbIX PACTBOPOB M pacTBOpPOB nNpoo.
D-61OTMH MAEHTUMULMPYIOT NYTEM CPABHEHUS BPEMEH YEPXMBAHUA NMUKA HA XpOMatorpamme pactsopa
nNpoBbl M rPagyMpOBOYHbLIX PacTBOPOB. MaeHTUUKALMIO NMUKOB MOXHO TakKe OCYLLUECTBUTb MPU NOMOLUU
no6aeku obpasLia cpaBHEHUS K pacTBOpY NPoObI.

M3-3a orpaHMYEHHOH CTAbMNBHOCTM pacTBopa Ans NOCMEKONOHOYHOW AepuBaTtusauumn (4.2.21) ee
perynspHo npoBepsiioT NPy NPOBEAEHUMM CEepuun U3MEPEHU MnyTeM BBOAA IPajyMpOBOYHOrO pacTeopa.
MpuBeaeHHbIe HWXKe YyCroBUS 06ecneunBaloT pasaeneHue u KonuyecrBeHHoe onpeaenexdue D-6uotuHa:

" 5ta undopMaLma NpuBefieHa ToMbLKO ANA YA06CTBa NONL30BATENA HACTOSILErO CTaHAapTa U He O3HavaeT
noaaepXKM STUX NpoAykToB. [onyckaeTcsl WCMONb30BaHWe aHarorMyHbIX MNpOAYKTOB, €ClM AoKasaHo, YTO WX
UCNOMb3oOBaHWe NPUBOAMT K aHarloriyHOMy pe3ynbTary.

4
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XpomaTtorpaduyeckas konoHka: LiChrospher® 100 RP-18 endcapped, 5 mMkm, 250 x 4,0 mm;

MoaeuxHasn chasa: 80 o6bemHbIx YacTel ocdatHoro GydepHoro pactesopa ¢ pH 6 (4.2.15) u 20
o6beMHbIX YacTe meTaHona (4.2.1);

Pacxoa nogswxHoi dasbl: 0,4 CM*/MUH;

OGbeM uHxeKkTupoBaHus: 30 MM;

dnyopecUeHTHOe AeTEKTUPOBAaHME: ANNHA BOMHbI BO3OYaeHua 490 HM, ANUHA BOMNHbI perucTpauum
520 HM;

Pacxop peareHTa 4nsa nOCNeKONOHOYHOW AepuBaTu3aumu: 1 CM*/MUH.

M pnMedaHNne — aToT MeTo4 MOXeT ObITb Takke UCNonb3oBaH 4NA OUEeHKU cogepxaHna D-6I/IOLWITI/IHa.
7 ObpaboTka pe3ynbTaToB

Mpu ucnone3oBaHWM METOAA BHELUHEro CTaHAapTa onpeAenstoT Nnowaan unu BeICOTbI MUKOB U 3aTEM
yCTaHaBnNUBAIOT rpagyMpoBOYHYIO XapakTepUCTUKy, annpoKCUMUPYEMyI0 YypaBHEHMEM BTOPOro NopsakKa.
CoaepxaHue D-6uotuHa, w, Mkr/100 r npobsbl, BbIMUCNAOT no hopmyne (1):

PV
w=2"¢.700
- : Q)

5
rae  p — MaccoBas koHueHTpauus D-6uoTtmHa B pactBope npobbl (6.2), MKI/CM®, BbI4MCTIEHHAS npu
nomoLLy
rpagympoBOYHON XapaKkTepucTuKy,;
V., — 06bem pacTeopa npobbl (6.2), cM*;
ms — macca npo6bl, T;
100 — MHOXMTENb ANg nepecyeta cogepxanusa D-6uotuHa k 100 r npoGbl.

8 MpeunsnoHHOCTb

8.1 O6wWwuKe nonoxeHus

[aHHble MO NPeuM3MOHHOCTM XpomaTorpaduyeckoro metoga onpegeneHus D-6uotmHa Obinm
nony4yeHbl cornacHo MCO 5725-2 [1] B 2000 rogy B xoAe MexnabopaTopHbIX CPaBHUTENbHbIX UCNbITAHUNA,
OpraHu3oBaHHbIX [eHepanbHON KOMUCCUER N0 YHUAIUKALUMKM MeToA0B aHanu3a, ®paHuusa [3]. Bce y4acTHuKK
MeXrabopaTopHbIX UCMLITAHUIA UCNONBL30BANW rPaaYUPOBOYHbIE XapPaKTEPUCTUKN, YCTAHOBMNEHHBLIE NO TPEM
TOYKaM.

Mony4yeHHbIE CTaTUCTUYECKUE AaHHbIE MPUBEAEHbI B NPUIOXeHun B.

8.2 Npepen noBTOPAEMOCTH

ABCONIOTHAA PasHOCTb MEXAY ABYMS €AMHWYHBIMU Pe3ynbTaTaMn UCNbITaHUN, MOSYYEHHBIMU OAHUM
WCMONHUTENEM Ha WAEHTUYHOM WCCNeayeMOM maTtepuane Ha OAHOM U TOM ke 060opyaoBaHUM B T€YEHUE
BO3MOXHO KOPOTKOIO MPOMEXYTKa BPEMEHU, MOXET NPeBbIWAaTh Npeen NOBTOPSEMOCTU I HE Yalle, YeM B
5 % cny4aeB. 3Ha4yeHus ana D-6MoTUHA NPUBEAEHbI HUXKE:

Miocnu X =197 mkr/100 r r=251mkr/100 r
MuTaHne Ana rpyaHbIX getein (Cyxoe MOOoKo) X=16,0 MKr/100 T r=5,24 mxr/100 r
ButamnHn3npoBaHHbIA anenbCUHOBLIA COK X= 40,7 mkr/100 1 r=2,51 mkr/100 r
JlnodhmnuanposaHHoe niope, 3eneHble OBOoWU C _

BETYMHOMN Xx=288,9 mkr/100 r r=28,99 mkr/100 r
JIMObUnM3NpPOBaHHbINA KYPUHBIA BYrbOH X =168 Mkr/100 r r=19,4 mkr/100 r

8.3 NMpepen BoCNponM3BOaUMMOCTHN

AGCOMIOTHAA pasHOCTb MexXay ABYMS €AWHUYHbIMM  pe3ynbTaTtamMu, MOMyYEHHbIMA B ABYX
nabopaTtopusaix Ha UAEHTUYHOM MCCneayeMOM MaTepuane, MoOXeT NpeBbilaTh Npeaen BOCNPOM3BOAUMOCTH
R He vawle, 4em B 5 % cny4aeB. 3Ha4YEHUA NPUBEAEHbI HUXKE:

Miocnu X =197 mkr/100 1 R=96,7 mkr/100 1
MutaHue ans rpyaHbix geTten (Cyxoe MOroKo) X=16,0 Mkr/100 r R=13,5mkr/100r
ButamuHn3nMpoBaHHbIN anernbCUHOBLIN COK X =40,7 Mkr/100 1 R=228mkr/100Tr
JinodhmnusmpoBaHHoe niope, 3eneHbie OBOWU C _

BETYMHOM Xx=88,9 Mkr/100 1 R=441 mkr/100 1
JIMohnnNU3npoBaHHbINA KYPUHBIA BYNbOH X =168 Mkr/100 1 R =69,5mkr/100r
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9 MNpoToKkon ucnbiTaHUn

[MpOTOKON UCNLITAHWIA AOSMKEH COAepKaTb, MO MEHbLUEN Mepe, CneayLlmne CBeAEHUS:

a) BCKO MHAOpMAaLIMIO, HEOOX0AUMYIO AN UAEHTUdUKaLMKN Npodbl;

b) CCbIfKy Ha HACTOALUMIA CTaHAAPT UK UCMOMb3yEeMbIN METOA;

C) pesynbTaTbl UCMbITAHWA C yKa3aHWeM eAWHUL, U3MEPEHWR, B KOTOPbLIX pe3ynbTaT WCNbITaHWUI
BbIPaXeH;

d) aaty n cnoco6 ot6opa npob (ecnu OH U3BECTEH);

€) pgaty nocTynneHus npoosi;

f) aTy npoBeAEeHNA UCbITAHUMN;

g) Bce 0cobBeHHOCTH, HabnA4aBLLUMECA NPU NPOBEAEHUN UCTILITAHUN;

h) niobble NpUMEHsBLUMECS Onepauuu, He OroBOPEHHble B METOAE WU paccMaTpuBaeMble Kak
Heobsi3aTeNbHbIE, KOTOPLIE MOTMW NOBMUATL HA PE3yNbTaT UCMbITAHUN.
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MpunoxeHne A
(cnpaBo4HOE)

Mpumepbl XxpomMarorpamm

1

X
O603Ha4eHs:
X — Bpems, MvH

Y — VMHTEHCMBHOCTb dh/lyopecLEeHLmn
1— D-6uotvH

2 — D-61ounTuH

PucyHok A. 1 — Mpumep xpomatorpaduyeckoro pasgeneHua D-6uotuHa n D-6nountnHa B rpaflyMpoBOYHOM pacTBope

Ycnosus aHanusa:

XpomaTorpachmyeckas konoHka: LiChrospher® 100 RP-18 endcapped, 5 MkM, 250 Mm-4,0 Mm

MoaBwkHas chasa: CMecb BOCbMU OOBEMHbIX YacTeit dpocchaTHoro 6ychepHoro pacteopa ¢ pH 6 (4.2.15) n AByx
06beMHbIX yacTeli meTaHona (4.2.1)

Pacxog nogswxHoi dasbl: 0,4 cMIMUH
O6bem uHxekTnposaHus: 30 mm3

dnyopecueHTHOe AeTeKTUpoBaHue: Bo3dyxaeHne npu 490 HM, pernctpaums npy 520 Hm
Pacxop, peareHTa 415 NOCNEKONOHOYHOW AepuBaTu3auuu: 1,0 cMIMUH
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O603HaYeHns:

X — Bpewms, MUH

Y — WMHTEHCUBHOCTb (D1lyopecLeHLmn
1— D-6uoTuH

PucyHok A.2 — Tpumep xpomaTtorpammbl D-6MoTuHa B npobe nutaHna Ans rpygHbix geTei (Cyxoe MOSioko)

Ycnosus aHasmsa:

XpomaTorpacdpmueckas konoHka: LiChrospher® 100 RP-18 endcapped, 5 Mkm, 250 mMm-4,0 Mm

MoaBwkHas hasa: cMecb BOCbMU 06BEMHbIX YacTeil ghochaTHoro 6ydpepHoro pacteopa ¢ pH 6 (4.2.15) n aByx
06beMHbIX YacTelh meTaHona (4.2.1)

Pacxon nogswkHol pasbl: 0,4 cM3IMUH

O6bem nHxekTuposaHusa: 30 MM3

driyopecUeHTHOE AETEKTUpOBaHUE: BO36YxaeHve npu 490 Hv, pervctpaums npn 520 HM

Pacxop peareHTa A58 Moc/ieKkoNoHOYHOM gepuatm3auum: 1,0 cM3IMuH
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Mpunoxexue B
(cnpaBouHoe)

JlaHHble NO NPeLUU3UOHHOCTHU

3HaveHus, npusefeHHbIe B Tabnuue B.1, 6binu nonyyeHsbl Npun MexnabopaTopHbIX CpaBHUTENbHBIX UCNBITAHUSX,
opraHusoBaHHelx B 2000 rogy eHepanbHOW KOMWUCCHEW MO yHUdUKauMn meTofoB aHanusa, OpaHuusa [3], [8] Otwm
ucnbiTaHWA GbiNU NpoBefileHbl B COOTBETCTBMU cO cTaHfaptom UCO 5725-2 [1]. Bece yyacTHukn MexnabopaTopHbIX
UcnbITaHWA NCNONBb30Banu rpagyupoBOYHbBIE XapaKTepPUCTUKHM, YCTAaHOBMNEHHbIE NO TpeM TovKaMm.

Ta6nuya B.1 — [aHHble N0 NpeLU3NOHHOCTU AN Npob MIOCAW, NUTaHWA ANA TPYAHbLIX AeTel (CyXoe MOJIOKO),
BUTaMWHW3UPOBAHHOIO aneslbCMHOBOTO COKa, JIMOUIM3NPOBAHHOTO MIOpe (3€feHble OBOWM C  BETYMHOW) U
nnodunMaupoBaHHoro KypumHoro bynsoHa

MutaHue Ana BMTaMMHM:iM- TNnocounuaupo- Nuodpunmam-
I HbIX BaHHbLIU BaHHOe niope "
Mpoca Miocrm ,qu%n(cyxoe F;1(|)1enbcw- (3eneHble osgu.wl POBAHHLIN
MOMOKO) HOBBbII COK C BETHYUHOIA) KypuHbIA cyn
["of npoBefeHUA UcnbITaHUM 2000 2000 2000 2000 2000
Yucno nabopatopuii 10 10 10 10 10
Yucno napannensHbix Npob 2 2 2 2 2
Yueno nabopatopuii nocne UCKMioYeHuns 10 9 10 10 10
BbIGPOCOB
Yucno nabopatopuii, pesynbTaThl 0 1 0 0 0
KOTOPbIX NpU3HaHbl Beibpocamu
YNcno NPUHATLIX pe3ynbTaToB 20 18 20 20 20
ObLee cpeaHee X, MKr/100 197 16,0 40,7 88,9 168
CTaHpaapTHOE OTKNOHEeHue 8,85 1,85 0,89 3,18 6,84
NMOBTOPAEMOCTH S, MKr/100 r
OTHOCUTENBHOE CTaHJapTHOe 45 11,6 2,2 3,6 41
OTKNOHeHWe nosropsiemoctu RSD,, %
Mpegen nosTopsieMocTH 1 (r = 2,8 s), 251 5,24 2,51 8,99 19,4
MKr/100 r
CTaHaapTHOe OTKIIOHEHWE 34,2 4,76 8,05 15,6 24,6
BOCMPOU3BOAUMOCTHU Sg, MKI/100 r
OTHOCUTENbHOE CTaHAapTHoe 7,4 29,8 19,8 17,5 14,6
OTKNOHEeHWe BocnpounasogumMoctn RSDg,
%
Mpepen BocnponssoguMocTt R 96,7 13,5 22,8 44 1 69,5
(R =2,8sg), Mkr/100 T
MHgeke Mopeuua [8] 1,2 1,4 1.1 1,1 1,0
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Mpunoxenune OJA

(cnpaBo4Hoe)

CBegeHnA 0 COOTBETCTBUU MEXIoCyAapCTBEHHbIX
CTaHOAPTOB CCbIJTOYHbIM eBPOHGﬁCKMM pernoHasibHbIM CTaHAApPTaAM

Tabnuya OAA1

OBo3HaveHne N HauMeHoBaHue eBpOI'IeI7ICKOFO
PernoHanbHOro ctaHgapTa

CTteneHb
COOTBETCTBMA

O6o3HaveHne n HaMmeHoBaHVe
MEXroCyAapCTBEHHOMO CTaHAapTa

EN ISO 3696 Boga pgns nabopaTopHoro
aHanusa. TexHudeckne TpeboBaHWA U MeToAbI
ncnblTaHui

*

pernameHToB U CTaHAapToOB.

COOTBETCTBYHOLLMI MEXIOCYAAPCTBEHHbBINM CTaHAapT OTCyTCTBYeT. [0 €ro YTBEpXAEHUS peKkoMeHAyeTcs
MCMOSIb30BaTh MEpPeBOf Ha PYCCKUI S3blK [aHHOTO eBPOMEeMCKoro pervoHansHoro craHgapra. [lepeBog AaHHOTO
€BpPOMNeNcKoro perMoHanbHoro craHgapTa Haxoputea B defepancHoM WHEDOPMALMOHHOM (POHAE TEXHUYECKUX
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