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Mpeavcnoeune

Lenm n npuHumnbl cTaHgapTrsaumm B Poccuinckon Peaepaumm yctaHosneHsl PegepanbHbiM 3aKOHOM OT
27 pekabpsa 2002 r. Ne 184-d3 «O TeXHWNYEeCKOM perynMpoBaHumny», a npasuna npUMeHeHns HaluMoHanbHbIX
ctaHgapTtoB Poccuickon ®eaepaumm — FMOCT P 1.0—2004 «CtaHgapTtusaums B Poccuiickon degepaunn.
OCHOBHbIE NONOXEHUS»

CBepeHusi o cTaHpapTe

1 PA3PABOTAH ®epepanbHbIM rocyaapcTBeHHBIM yupexaeHem « Bcepoccuinckuin rocyaapcTBeHHBIN
LleHTp kavecTBa 1 cTaHgapTU3aLMn NEKAPCTBEHHBIX CPEACTB AN XKUBOTHBIX U KOPMOBY (PIY « BTHKN»)

2 BHECEH TexHu4eckum komuTeToM rno ctaHgaptusaumm TK 335 «MeToabl UCNbITaHWIA arponpoMbILLI-
NeHHON NpoayKumn1 Ha 6e30NacHOCTb»

3 YTBEPXJEH W BBEOQEH B OEWCTBWE Mpukasom PefeparbHOro areHTCTBa No TEXHUYECKOMY
perynupoBaHuio u MeTponorum ot 15 aekabpsa 2009 . Ne 914-ct

4 BBEJEH BIMNEPBbLIE

UHbopmayusi 06 USMEHeHUSX K HacmosiuwemMy cmarOapmy nybrukyemcsi 8 exezo0HO u3zfagsaemMoM
UHGbOpMayUOHHOM yKa3amerie «HayuoHanbHele cmaHOapmbl», @ MEKCM UBMEHEHUU U 10MpasoK — & exeMe-
CAYHO U30asaeMbix UHHOPMaUUOHHBLIX yKazamersix « HauuoHaneHbie cmaHdapmel». B ciydae nepecmMompa
(3amMeHbl) unu ommeHsbi Hacmosiweao cmaHdapma coomsemcemeyrouee ysedomeHue bydem onybrnukosaHo
8 eXXeMeCsIYHO U3dasaeMoM UHhOpMaUUOHHOM yKa3amerie «HayuoHaneHble cmaHlapmbl». Coomeememey-
rowast UHghopMauusi, yeeGoMneHue U meKkCcmel pasmeujaromcesi makxe 8 UHghopMayuoHHoUl cucmeme obuezo
ronb308aHuUs — Ha oghuyuansHoM catime @edeparibHO20 a2eHmMemaa 1o MexXHUYECKOMY pe2ynuposaHuio U
Memporioauu e cemu MiHmepHem
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HAUUWOHANBbHBIN CTAHAOAPT POCCUMCKOW SGEREPALMUMU

NPOAYKTbI NULLEBLIE, NPOAOBOJIbCTBEHHOE CbIPbE

MeToAa onpeaeneHUs OCTaTOMHOIO coAepXaHUMA aHTUGUMOTUKOB TeTPaLUKNIMHOBOW rpynnbl
C NOMOLLLIO BbICOKO3(h(heKTUBHOM XUAKOCTHON XpomaTtorpadum
C Macc-cneKTpoMeTpU4eckuM 4eTeKToOpoM

Food products, food raw materials.
Method for determination of the antibiotic residues of tetracycline group by High
Performance Liquid Chromatography-Mass Spectrometry (HPLC-MS)

DataBBegenHna — 2011—01—01

1 O6nacTb NPpUMeHeHunnA

HacToswuii ctaHaapTt yctaHaBnuBaeT MeTo UASHTUUKALUN 1 KONUYECTBEHHOro onpeaeneHus ocTa-
TOYHOTO cofiepXkaHus aHTUBUMOTUKOB TETPALIMKITMHOBOM rpyninbl B MOSIOKE, MOSIOMHOW NPOAYKLMK, SRLAX, ANY-
HOM MopoLUKe, Meae, opraHax U TKaHsX XXUBOTHBLIX C UCMOMNb30BaHUEM BbICOKO3(DEKTUBHON XKUAKOCTHON
Xpomarorpacdum ¢ Macc-CneKkTpoMeTpUYecKUM [eTeKTMpoBaHWeM B AuanasoHe uamepeHuin ot 1,0 ao
1000,0 mxr/kr.

2 HopmaTtuBHbIe CCbINKH

B HacTosiWeM cTaHAapTe UCMONb30BaHbl HOPMATUBHBIE CChISNIKM Ha crieaylolume cTaHaapThl:

FOCT P 51447—99 (MCO 3100-1—91) Msco 1 msicHble NpoaykThl. MeToabl oTbopa npob

FOCT P 52121—2003 Aiiua KypuHble nuwesble. TexHUuYeckue ycrosus

FOCT P UCO 5725-6—2002 To4HOCTb (NPaBUSIbHOCTb U MPELM3UOHHOCTb) METOAOB U pesyribTaTtoB
n3mepeHui. Hactb 6. Ucnonb3oBaHue 3HaYEHUI TOYHOCTU Ha NpakTUKe

FOCT 12.1.005—88 Cuctema ctaHaapToB 6e3zonacHocTu Tpyga. O6lme caHATapHO-TUrMeHu4eckue
Tpe6oBaHWs K BO3AYXY paboyeit 30HbI

FOCT 12.1.007—76 Cuctema ctaHgapTtoB 6e3onacHocTu Tpyaa. BpegHble Bewectsa. Knaccudumkaums
n ob6wue TpeboaHuit 6esonacHocTH

FOCT 12.1.019—79 Cuctema ctaHgapToB 6esonacHocTu Tpyaa. AnekrpobesonacHocTb. Obwume Tpe-
6oBaHUA U HOMEHKNaTypa BUAOB 3aLUMUTbI

FOCT 12.2.085—2002 Cocyabl, paboTatowme nog AasneHnem. KnanaHbl npegoxpaHutensHole. Tpe6o-
BaHuA 6esonacHocTn

FOCT 245—76 PeaktuBbl. Hatpuit bocopHOKUCALIA OHO3aMeLUeHHbIN 2-BOAHbIA. TexHudeckune
ycroBus

FOCT 908—2004 Kucnota nMMoHHast MoHornapaT nuwesas. TexHudeckue ycrnosusi

rOCT 1770—74 (UCO 1042—83, NCO 4788—80) Mocyna mepHasi nabopaTopHasi cTeKNAHHasA.
UunuHapel, MeH3ypku, konbel, npobupkun. O6Lme TexHu4eckue yenosus

FOCT 2603—79 PeakTuBbl. ALeToH. TexHu4eckune ycrnosus

FOCT 3622—68 Moroko 1 MmornoyHble NpoaykTbl. OT60p Npo6 1 NoAroToBKa UX K UCTIbITAHUIO

FOCT 5848—73 PeaktuBbl. Kucnota mypasbuHas. TexHudeckue ycnosus

FOCT 6552—80 PeaktuBel. Kucnota optodocdopHasd. TexHudeckue ycrnosus

FOCT 8981—78 Obumpbl 3TUMOBBIA M HOPMANbLHBIN 6YTUAOBBIN YKCYCHOW KUCTOTbI TEXHUYeckue. TexHn-
Yeckue ycrnosusi

FOCT 10652—73 PeaktuBbl. Conb guHaTpuesan atuneHauamud-N, N, N', N'-TeTpayKkcycHOn KUCnoThl
2-BopgHas (TpunoH B). TexHu4yeckue ycnosus

U3apaume obmuynansHoe
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FOCT 13867—68 MpoaykTbl xuMuyeckne. OBo3HaYeHUs YACTOThI

FOCT 19792—2001 Mea HaTypanbHbIA. TexHu4yeckue ycnosust

FOCT 24104—2001 Becbl nabopaTtopHble. O6me TexHuueckue TpeboBaHns™

FOCT 29227—91 (UCO 835-1:1981) Nocyaa nabopatopHas cTekngHHasA. Munetkn rpagympoBaHHbIe.
Yactb 1. O6wme TpebosaHus

FOCT 30364.0—97 MpoaykTbl AndHble. MeTogbl oT6opa Npob 1 opraHonenTUYecKkoro aHanuaa

Mpumeuanue— lNpy NONb30BaHNM HACTOSILLMM CTAHAAPTOM LienecoobpasHo NpoBepuTh AeiCTBYE CCbINoY-
HbLIX CTAHAAPTOB B WMHMOPMAaUMOHHOW cucTeMe ob6Lliero nonb3oBaHus — Ha odmumnanbHoMm cante PegepanbHOro
areHTCTBa No TEXHWYECKOMY PEerynmpoBaHmnIio 1 METPONorum B ceTn VIHTepHeT nnu no exerogHo nagasaemomy nHopma-
LMOHHOMY yKasaTento « HaumoHanbHble cTaHaapThl», KOTOPLIN ONyBNMKOBaH Mo COCTOSIHMIO Ha 1 AHBapsA TEKyLWero roga, n
Nno COOTBETCTBYIOWMM EXEMECSYHO U3gaBaeMbiM MHPOPMAaLMOHHBIM yKkasaTensam, onybrMKoBaHHbIM B TEKyLLEM rogy.
ECnu CcCbiNoYHbIN CTaHaapT 3aMeHEeH (M3MEHEH), TO NPUW NONb30BaHWM HACTOSILLUM CTaHAapTOM crieayeT pyKOBOACTBO-
BaTbCsl 3aMEHSOWMUM (M3MEHEHHbIM) cTaHAapToM. Ecnu ccbinoyHbIi cTaHaapT oTMeHeH 6e3 3ameHbl, TO NOMNOXeHne, B
KOTOPOM JaHa CChiflka Ha Hero, NPMMEHAETCs B YacTu, He 3aTparvBaloLwen 3Ty CCbIMKy.

3 CywHocTb MeToAa

3.1 OnpenenexHve O0CTAaTOYHBIX KONMMYECTB aHTUONOTUKOB TETPaLUKIIMHOBOW rpynnbl MPOBOAAT METO-
O0M BbICOKO3(PDEKTUBHOM XNOKOCTHOW XpomaTtorpadum ¢ Macc-CrekTpoOMeTpUYeCKUM AeTeKTUPOBaHNEM
(BOXX-MC/MC).

B3XXX wmeToa obecrnevvBaeT xpomarorpaduyeckoe pasgerneHne aHTUOMOTMKOB TeTpauuKIMHOBOW
rpynnbl 1 Mx anu-cpopm (MpunoxerHue A).

3.2 KonunyecTBeHHOe onpeaeneHmMe ocTaTouHoro coaepkaHmst aHTMOMOTUKOB TeTPaLMKITMHOBOW rpyn-
bl NPOBOAST METOAOM BHYTPEHHEro ctaHgapTa no cyMmme nrowagen nukos naeHTUdLMpoBaHHbIX coeanHe-
HUI 1 UX 3NN-pOoPM AN KaXKA0ro aHTMBMOTMKA NPU MOMOLLM FpadynpoBOYHON KPUBOIA.

3.3 [eTeKkTMpoBaHMWe aHanM3npyemelx Npod NpoBOAAT B PeXUMeE perncTpaLmn BbibpaHHbIX peakLnii.

4 CpepcTtBa U3MepeHUn, BcnomoratenbHoe obopyaoBaHue,
MaTepuarbl, peakTUBbI

4.1 Mpu onpeaeneHny cogepxaHnst aHTMOMOTUKOB TETPaLMKIIMHOBOW rpynnbl MPUMEHSIIOT crneayowme
cpeacTBa MaMepeHuia, BcnomorartenbHoe obopyaosaHue U MaTepuansl:

- macc-cnekTpomeTp ¢ AnanasoHoM nsMmepeHusi ot 100 o 500 aTOMHbIX eAuHUL, Macchl (a.e.M.), Macco-
BbIM pa3pelueHnem He meHee 500, TOUHOCTbLIO N3MepeHust Macchl He Hke 0,2 a.e.M., C peXXMMOM NONYYeHNA 1
aHanuaa pparMeHTHbIX MoHOB (pexxum MC/MC);

- cucTeMy BblcokoahheKTUBHYHO XMAKOCTHYIO XpoMaTorpacuieckyto, CocTosiLyto U3 GBUHapHoOro Haco-
ca co cmecuteneM; TepMocTaTa XxpomaTtorpadgmueckon KonoHku, obecneunsatoLLero TemnepaTypy Harpesa o
50°C;

- KOMMbOTEP C YCTAHOBIIEHHBIM NPOrpaMMHbBIM obecneyeHem Ans ynpasneHnsi Macc-CnekTpoMeTpom
1 06paboTku pe3ynbTaToB Macc-CrneKkTpPOMETPUIECKUX U3MEPEHUIA;

- Becbl nabopatopHblie no FOCT 24104, BLICOKOTO UK crieLynanbHOro knacca TO4HOCTU, C HaUBONbLLINMM
npeaenom sasewunraHusi 200 n 500 r ¢ ueHomn noBepoyHoro agenenusi 0,1 n 1,0 Mr cooTBETCTBEHHO;

- pH-meTp ¢ Habopom anekTpoAoB, ¢ Npeaenamn abcontoTHON norpellHocTy nsmepeHui +0,01 pH;

- NMUNEeTKN ofHOKaHarmbHble nepemeHHoro obbema 10—100 mm3, 40—200 mm3, 200—1000 mMm3,
1—5 cm3[1];

- Npo6upkn MepHble cTeknsiHHble M-1-5-0,1XC, M-2-10-14/23 no FOCT 1770;

- NUNETKM CTEKNsIHHbIe rpagyupoBaHHble no FOCT 29227,

- konbbl MepHble cTeknsiHHble K-2-100-2, K-2-1000-2 no FOCT 1770;

- Buanbl (hnakoHbl NONUNPONUIIEHOBLIE) BMECTUMOCTBIO 15 1 50 cM3 ¢ repme TUYHO 3aKpbiBaOLLUMUCS
NnacTMaccoBbIMU KpblLLKamu [2];

- (hunbTpbl MeMBpaHHbIE C pasmepom nop He 6onee 0,5 mkm [3];

- M3MenbuYUTENb-TOMOreHn3aTop nabopaTopHbIv [4];

- BCTpsixvBaTenb BUGpaLMOHHbIA AN NpoBUpoK opbUTanbHOro TUna ABMKEHUS C aMMnTYA0N BCTPAXU-
BaHWUA 3 MM 1 auana3zoHom ckopocTten oT 150 ao 2500 06/mMuH [5];

* C1 amBaps 2010 r. gevicteyeT FOCT P 53228—2008 B yactv BHOBb pa3pabaTtbiBaeMbIX U MOAEPHU3NPYEMBIX BE-
coB; ¢ 1 sHBaps 2013 r. — B 4acTV BecoB, pa3paboTaHHbIx 0 1 sHBapsa 2010T.
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- ueHTpudyry nabopaTtopHylo pedpuxepaTopHyl0 CO CKOpPOCTbIO BpallueHUa poTopa He MeHee
10000 06/c n guanasocHoM TemnepaTtyp oxnaxaeHus ot 4 °C no 20 C, ¢ agantepamu ans npobupok BMecTu-
MOCTbI0 15 cM3 1 MUKpPOLLEHTPUYXKHBIX NPOGMPOK BMecTUMOocCTbIo 1,5 cm3 [6];

- MoAynb TepMocTaTUPYEMBI HarpeBaTenbHbIA C CUCTEMOW OTAYBKWA PacTBOPUTENEN MHEPTHLIM ra3om
1 MakcumMarbHoW TemnepaTypoun Tepmoctatuposarus 40 °C [7];

- BaHio ynbTpassykoByto ¢ paboyeii YyacToToi He MeHee 20 M h 06beMoM He MeHee 1 am3 [8];

- KONOHKY XxpomaTorpadudeckyio obpalleHHO-asHyo ANMHON He MeHee 50 MM C AnameTpoM YacTul,
copbeHTa He 6onee 5 Mkm;

- YCTPOICTBO BakyyMHoOe Ans TBepaodasHoi akCTpakLmu;

- KapTpumk ona TeepaodasHoi aKCTpaKkuum o6beMoM He MeHee 12 cMm3, 3anonHeHHbIN obpalleHHo-
dasHbIM copbEHTOM ¢ AMamMeTPoM YacTuu, He 6onee 50 MKw;

- Kamepy NaBopaTopHYo MOPO3UIIbHYIO C LMMPOBLIM KOHTPOMMEPOM TemnepaTypbl U pabounm guana-
30HOM TemnepaTyp oT MuHyc 18 °C fo MuHyc 24 °C;

- XONOAUNbHUK GbITOBOM C MOPO3UIbHOM KaMepoW, LM POBLIM KOHTPOSIIePOM TeMNnepaTypbl U pabounm
Anana3soHoM TemnepaTyp ot 0 °C no 5 °C.

4.2 TMpuonpeaeneHnn cogepkaHnus aHTUBUOTUKOB TETPaLMKITMHOBOW rpynnbl IPUMEHSIIOT cneaylowme
peakTUBbI:

- KUCNOTY NMMMOHHYI0 nuwesyto no FOCT 908, Beiciero copTa;

- MeTaHon x.M. [9];

- aueTtoHuTpuny.g.a.[10];

- AevoHu3oBaHHyto Boay [11];

- BuaucTunnmposaHHyto soay [11];

- MypaBbWHyt0 kKucnoty 4.a.a. no FOCT 5848;

- HaTpwuin pochopHOKUCALIN ABY3aMeLleHHbI aurapat y.g.a. no FOCT 245;

- COMb AMHATPUEBYIO 3TUNEHANAMUHTETPayKCKCHOM KucnoThl (TpunoH B) no FOCT 10652;

- opTodpoccopHyto kucnoTy no FOCT 6552;

- aTunadeTaTno FOCT 8981;

- aueTtoH no FOCT 2603;

- cTaH4apTHbIA obpasel TeTpauuKvHa rugpoxnopuaa ¢ cogepxaHueM AeicTBYIOWEro BellecTsa He
meHee 90 % [12];

- cTaHAapTHbIA 0b6paseL, okeUTeTpaUMKIIMHa rMgpoxnoprnaa ¢ cogepkaHuem AeUCTBYHOLEro BewecTsa
He meHee 90 % [13];

- CTaHAapTHbI obpaseL, XnopTeTpaumnKinHa rmapoxnopuaa ¢ cogepxkaHnem AeUCTBYIOLLEro BeLecTBa
He meHee 90 % [14];

- cTaHAapTHbIA 06pasel JOKCULMKINHA C coaepXaHnem AencTryowero BewectsaHe MeHee 90 % [15];

- CTaHAapTHbI obpasel, AeMeKNOLUMKIUHA ¢ coaepXaHmem AeNCTByoLLero BellecTsa He meHee 90 %
[16].

Bce peakTunBbl A0MKHBI OTHOCUTLCA K NoArpynne YucToThl 2 (X.4.) unn 3 (4.4.a.) no FOCT 13867.

5 Tpe6oBaHusa 6e3onacHoOCTU

5.1 Ucnonbsyemele B paboTe peakTuBbl OTHOCATCS K BellecTBam 1-ro U 2-ro KnaccoB OnacHOCTH Mo
rOCT 12.1.007, npu paboTe C HUMU HeoBxoauMo cobrnoaaTh TpeboBaHMs 6e30MacHOCTU, YCTaHOBMNEHHbIE ONs
paboT C TOKCUYHBIMU, e4KMMU U NerkosocnnamMeHsowmnmncs sewectsamm no FOCT 12.1.005.

5.2 MomeLlleHns, B KOTOPLIX NPOBOAAT aHanNM3 U NOAroTOBKyY Npob, AoMKHbI 6blTb 060pyAcBaHbI NPUTOY-
HO-BbITSDKHON BEHTUNAILMEN.

5.3 Onepauuu No NPUroTOBIEHNIO U JO3MPOBAHUIO rPafyMpPOBOYHbLIX PACTBOPOB cregyeT NPoBOAUTL
nog TSrow B BbITSXKHOM LUKady.

5.4 BcsAsncTEM,YTO NPU paboTe Ha XpoMaTOo-MacC-CrieKTPOMETpe UCTIONb3YeTCH CXKaTbl a30T, creay-
eT cobniogatb TpebosaHns MTOCT 12.2.085 1 npaBuna ycTpoiicTea 1 6e30MacHoi aKcnyaTaunmM cocyaos,
paboTatoLwmx noa aasneHnem [17].

5.5 [Npu BLINONHEHUN UBMEPEHUIA Ha XpOMaTo-Macc-criekTpoMeTpe criegyeT cobnoaaTth npaBuna anek-
TpobesonacHocTn B cooTBeTCcTBUM ¢ TOCT 12.1.019 1 MHCTpYKUMER No akcnnyaTauui npubopa.

5.6 K BbINOMHEHUO W3MEpPEeHNA MeToAoM BbICOKO3(PMEKTUBHON XUOKOCTHON XpomaTorpadgpum —
Macc-CrekTpoMeTpum gonyckarTcs nuua, Bnageowme TexHukon BOXX-MC/MC 1 nsyunsLume MHCTPYKLMM NO
aKcnnyaTtaumu nccnegyemoin annapaTypel.



rocT P 53601—2009

6 lNopsaaok NOAroToOBKU K NpoBeAeHUI0 U3MEepPEeHNH

6.1 OT60p Npo6

6.1.1 OT60p Npob NPoBOASAT B COOTBETCTBUM C METOQUYECKAMN YKa3aHUsIMU N0 0T6opY Npob nuLLesoi
npoayKuun ¢ Lenbto nabopaTtopHOro KOHTPOIs KayecTsa 1 6e3onacHocTy, yTBepXaeHHbIMY dedeparibHbIM
OopraHoM UCMONHUTENbHOM BAcTW No BeTepuHapHOMY U onutocaHuTapHomy Haasopy [18].

6.1.2 OT60p Npob opraHoB, TKAHEN XKMBOTHBIX U NTULLI NPOn3BOAsT B cooTBeTCTBUN ¢ TOCT P 51447,
Macca cpeaHeli Npo6bl OpPraHoB, TKAHEN XKUBOTHBIX U NTULLI He MeHee 200 T.

6.1.3 OT60p NPob Monoka N MOMOYHbLIX MPOAYKTOB Npoun3BoaaT B cootBeTcTBMMU ¢ TOCT 3622. O6beM
cpenHeii npobbl Mornoka He MeHee 200 cm®, Mmacca cpeaHert Npo6bl 06pasLoB MOMOYHBIX NPOAYKTOB HE MeHee
250r.

6.1.4 OT60p Npob Meaa npounssoasaT B cooTBeTcTBMM ¢ TOCT 19792. Macca cpefHel npobbl Mmeaa He
meHee 200 .

6.1.5 OT60op Mpob AWML M sAKYHOro nopolka npoussodaT B cootBeTcTBUM ¢ TOCT P 52121 n
FOCT 30364.0. OT auL B kavecTBe cpeaHen npobbl 0TOMpatoT He MeHee 12 WT.; Macca cpeaHen npobbl ANHMHOIO
nopouuka He meHee 200 .

6.2 MoproTtoBka XpoMaTo-Macc-CneKTPOMETPUYECKON CUCTEMBbI K BbINOJTHEHUIO U3MEPEHUN

MoaroToBKky XxpoMaTo-mMacc-cnekTpomeTpa K paboTe OCyLIeCcTBMAAOT B COOTBETCTBUM C TEXHUYECKUM
PYKOBOACTBOM MO aKcnnyartauum npubopa.

Mpu aTtom gormkHbl 6bITb cOBNOAEHBI CrieaytoLLmMe YCOoBUS:

- TemrnepaTypa okpy>KatoweroBosgyxa . . . . . . . . . . . o120°C pno25°C;
- aTMocdepHOe AaBMEHME . . . . . . . . .o oT 84 no 106 kMa;
- HanpsbkeHwe B ONeKTpoCceTn . . . . . . . . . . . . . . ... (220 £10) B;

- 4YacTOTaTOKAB3MIEKTPOCETU. . . . . v v v o o e e e . ot1490051y;

- OTHOCUTEmNbHas BNAXHOCTbBO3AYXa . . . . . . . . . ... o740 % Ao 80 %.

6.3 MpuroTtoBneHue pacTBOPOB

6.3.1 MpuroToBneHne pacTBOpa MIMMOHHOM KACIOThLI MOMSIPHOM KOHUeHTpauuu 0,1 monb/am3

B MepHyto konby BMmecTuMocTbio 1000 cm3 BHOCAT 21 I TMMOHHOI KUCMOTHI, pacTBOPSIOT B AEUOHU3NPO-
BaHHON BoAe 1 A0BOAAT 06bEM A0 METKU 3TUM XKe pacTBOpUTENEM.

CpoK XxpaHeHuWst Npy kKoMHaTHOM TemnepaType — He Gonee 1 Mec.

6.3.2 MpurotoBneHne pacteopa rugpodoccgara HaTpUa KUCNOTbHI MOMNSAPHOW KOHLEHTpauuu
0,2 monb/gm3

B mepHyto konBy BMecTumocTbio 1000 cm? BHocaT 35,6 r aBy3amelueHHoro doocdata HaTpusi, pacTBopsi-
tOT B AEMOHN3MPOBAHHOW BoAe W AOBOAAT 06 bEeM 40 METKU 3TUM XXe pacTBOPUTENEM.

CpoK XpaHeHWns Npu KoMHaTHOM TeMnepaType — He 6onee 1 mec.

6.3.3 MpurotoBneHue 6ycdepHoro pacrBopa

Ons npurotosneHua 6ycdepHoro pacTsopa CMeLUMBaloT B COOTHOLWeHUN 60:40 pacTBOPbI IMMOHHON KAC-
noTel 1 rngpodocdaTa HaTpus, nony4veHHble no 6.3.1 1 6.3.2, nobasnatoT 37,2 r TpunoHa b, nsmepsiot pH 1,
npu Heo6XxoAMMocTH, AoBoaAT 3HaveHne pH ao 4,0 optodocdopHO KUCNOTON.

6.3.4 MpuroTtoBneHue pacTBOPOB 3MOEHTOB MOGUNLHOU hasblAUbB

6.3.4.1 [ns npurotoBneHns pacteopa arntoeHTa MobunbHon dasbl A B MepHyHo Konby BMECTUMOCTbIO
1000 cm3 NpUUBaOT AeMOHU30BaHHYO BoAy, A06aBNAT 5 cM3 MypaBbMHON KUCMOTLI U AOBOAAT 06beM A0
METKV AeNOHN30BaHHON BOAOMN.

CpoK XxpaHeHu sl Npy kKoMHaTHOM Temnepatype — He 6onee 1 mec.

6.3.4.2 [ns npurotoBneHns pactsopa antoeHTa MobunbHol asbl 5 B MepHyto konby BMeCTUMOCTbIO
1000 cm3 NMpUnNM1BaoT MEeTUNOBLIA CNPT, 406aBnsAT 5 cM3 MypaBbUHON KUCNOTbI 1 A0BOAAT 06bEM 40 METKM
METWOBLIM CMUPTOM.

CpoK XpaHeHWsi Npu kKOMHaTHON TemnepaTtype — He 6onee 1 mec.

6.3.5 MpuroTtoBneHue rpagynpoBoOYHbIX pacTBOPOB

6.3.5.1 lMpuroToBneHue rpadynpoBOYHLIX PACTBOPOB TETPaLUKIINHOB

[nsi npuUroToBNeHUs rpagyMpoBOYHbIX PACTBOPOB TETPALMKIIMHOB Ha Becax ¢ HanbonbLwmmM npegenom
B3BeLumBaHuA 500 r B3BewumsaroT no 10 Mr kaxaoro ctaHaapTHoro o6pasua no 4.1 (kpome AeMeKNOLUKNNHA) U
nepeHocaT B MepHYIo Npo6upky BMecTUMocTbio 10 cm3. [Jo6GaBnaoT MeTaHomM, MOMELLAIoT B YIbTPa3BYKOBYHO
6aHto Ha 1 MUH 1 AOBOANAT NOMYYEHHbIA pacTBOP A0 METKN METaHOMIOM.

MaccoBas KOHLLeHTpaLMsl KaK4oro aHTuBMoTHKa TeTpaLMKIIMHOBOW rpynnbl B pacTBope C, cocTasnseT 1
mr/cm3,

Cpok XpaHeHus pactsopa — 3 Mec npu Temneparype MuHyc 20 °C.
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6.3.5.2 MMpuroToBneHne pacTeopa AeMeKnoLnKIMHa (BHYTpeHHero ctangapTa)

Onsa npuroToBneHns pacTBopa BHYTPEHHEro ctaHaapTa Ha Becax ¢ HanbonbLlwmM npeaenoM B3selluBsa-
Hus 500 r BaBelumBatoT 10 Mr cTaHgapTa AeMeKNOLMKIMHA FTMAPOXIopUaa U NEPEeHOCAT B MepHYHo NpoBupKy
BMecTUMOocTbio 10 cm3. [oBaBnsaioT MeTaHom, NOMeLLatoT B YbTpasByKoByto 6aHo Ha 1 MUH, A0BOAAT Nony-
YeHHBbI pacTBOpP 40 METKA METaHOSIOM.

MaccoBas KoHLeHTpaLusl BHyTpeHHero cTaHaapTa B pacTBope cocTasnseT 1 Mr/cm3, MyTemM HecKoMbKMX
pasbaBneHuin JOBOAST MACCOBYH KOHLLEHTpaLWio pacTBopa BHYTPEHHEro cTaHaapTa Ao sHaveHust 1 Mkr/cm3,
PacTBop ¢ A4aHHOM KOHLeHTpaLuuen Ncnonb3ytoT ANnsl BHECEHUS B Uccnegyemble obpasLibl.

Cpok xpaHeHus pactesopa — 3 mec npu Temnepatype MuHyc 20 °C.

Mepea npMMeHeHMEM PacTBOPbI BbIAEPXKMBAIOT MPWU KOMHATHON TemnepaTtype, B TEMHOM MeCTe, He
mMeHee 20 MUH.

6.4 Xpowmatorpacuyeckue ycrnoBus UsSMepeHumn

6.4.1 XpomaTo-Macc-CrneKkTpoMeTp BKIOYaoT U HAacTpanBatoT B COOTBETCTBUM C TEXHUYECKM PYKOBOA-
CTBOM MO €ro 3KCrsyaTaLnm 1 ycTaHaBnNMBatoT crieaytoLme xpomaTorpacuyeckme napameTpbi:

- CKOPOCTb MoToka antoeHTa — 200 MM3/MuH;

- o6beM BBoAUMOi Npo6bl — 20 MM3.

6.4.2 [eTekTMpoBaHMe NMMKOB NPOBOAMTCA METOAOM «PerncTpaLi BolbpaHHbIX peakuuwii» ). Ana kax-
[0ro aHTUBMOoTMKA TeTPaLMKIMHOBOM rpynnbl M3MepsieTcs curHan ans AByX oparMeHTHbIX MOHOB COrfacHo
Tabnuue 1.

Tabnuuya 1 — 3Ha4eHns Macc MOHOB-NPEALLECTBEHHMKOB U MOHOB-bparMeHToOB

AHTUBMOTUK TETPALMKIIMHOBOW rpynnbI WoH-npenwecTBeHHUK, m/z* WoHbl-chparmeHTsl, m/z*
TeTpaunknuH 445 1 3;3:(1)
OKCUTEeTPaUUKINH 4611 ﬁi;
[oKeUUMKNUH 4451 :ﬁgg
XnopTeTpaunkivH 479.1 224211
[emeknoumknuH 465.1 2331
* m/z — oTHOLWIEHNe MacChl MOHa K €ro 3apsigy.

Bonee MHTEHCUBHbIN MWK (BEPXHUI B Kaxkaol cTpoke Tabnuupl 1) cnyxuT Ans onpegeneHns KOHUeHTpa-
LM aHTUBMOTUKA, BTOPO (HUXKHUI B Kaxkdon cTpoke Tabnuupl 1) ucnonb3ayeTtcs Ansi noaTBepXaeHus npasuiib-
HocTu onpegenexuns. MNMukn noHoB-dparmeHToB ¢ Maccoi 410,1 TeTpauuKMHa U AOKCULIMKIIMHA pasnMyaloTes
Nno BpeMeHW UX yaepXkaHus B xpomatorpaduyeckoil KOMOHKe, onpedensieMoMy Ha cTaguu paspaboTku
B3OXX-MC/MC meToaa.

6.5 MocTpoeHune rpagyMpoBOYHON XapaKkTe pUCTUKMU

6.5.1 paayMpOBOYHYIO KPUBYHO CTPOSIT MPW NMOMOLLM MaTpUYHON rpagynposky. [inga aToro nposoaaTt
06paboTKy «4MCTBIX» NPOO, MPUrOTOBMNEHHLIX U NPoaHaNM3MPOBaHHBIX paHee B COOTBETCTBUM C TpeboBaHus-
MU pasgdena 7, He codepKallnx TeTpauMKMHOB 6onee 1 MKI/Kr 415 KaXXaoro N3 aHTMOMOTMKOB, B 3aBUCUMOCTHU
OT TMNa uccnegyemon matpuubl. Ha ctagum nepepactsopeHusi nepes sBBedeHnemM B xpomartorpad B MepHyio
npoBurpKy BMECTUMOCTbIO 5 CM3, coiepkallyto Uccregyemyto «4UCTyo» npoby, 106aBnaoT rpagyMpoBOYHbBIA
pacTBOp TeTPaLMKIMHOB N0 6.3.5.1 ¢ Takum pacyeToM, YTOOBI OKOHYATEMbHbIE MaCcCOBbIE KOHLEHTpaLU Haxo-
aunves B npeaenax ot 1 go 1000 Hr/cm3. 3aTem gobasnsioT 50 MM3 pacTBopa BHYTpeHHero cTaHaapTa no
6.3.5.2 N HeobxoaMMoe KonM4ecTBo MobBunbHoN dhaskl A no 6.3.4.1, gosoas o6bem Ao 1 cms.

6.5.2 [na nony4eHus rpagdynpoBOYHEIX AaHHBIX NCMNOSb3YIOT HE MeHee YeThipex YpoBHel KOHLeHTpa-
LA MaTpPUYHBIX TpadyMpOBOYHbLIX PACTBOPOB.

1 .
) «Peructpaums BeIGpaHHbIX peakuuiy — pexumM paboTbl Macc-CrneTKpoOMeTpa, NPy KOTOPOM AETEKTUPYETCA NOH-
HbIV TOK TOMBKO Ans BbIGpaHHbIX (hparMeHTHbIX MOHOB BbiBpaHHbIX MOHOB-NPEKYPCOPOB.
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6.5.3 [Mpu nocTpoeHWUn rpagyMpoBOYHON 3aBUCUMOCTI ANA KONUYECTBEHHOMo onpeaeneHus TeTpauuk-
NNHOB aHANMU3UPYIOT MaTPUYHBIE TPaAYyUPOBOYHbBIE PACTBOPLI PAa3NUYHBIX yPOBHEN KOHLEHTpaLniA B YCITOBUSIX,
onuncaHHbIXB 6.2 16.4. 3aTeM cTposT rpaduKkn 3aBUCUMOCT M MACCOBOWN KOHLEHTPaUUmn aHTUBMOTUKA TeTpauuK-
NIMHOBOW rpynnbl OT OTHOLLIEHUS NIOLWAAM XpoMaTorpadu4eckoro nuka aHTMbUoTUKa TeTpaLuMKIMHOBOW rpyn-
nbl K NAOWaan nNuka BHYTPEHHEro cTaHgapTa Ans Kaxaoro hparMeHTHOro uoHa vetbipex aHTUBUOTUKOB
TeTpaunknnmHoBo rpynnel. Obpasel rpacuka npuseaeH B NpunoxeHuu b.

MoctpoeHne rpacdukoB MOXeT MNPOBOAUTLCA MNpUM  MNOMOWM nporpaMMbl  06paboTkM  AaHHbIX
B3O»XXX-MC/MC vnu npu nomoium nporpammbl Excel (Microsoft Office).

6.5.4 PacueTHble KOHUEHTpauum A5ist 060ux hparMeHTHBLIX MOHOB KaXKA0ro aHTUbMoTUKa TeTpaLUNKINHO-
BOW rpynnbl A4OIMKHBLI coBnaaath B npeaenax 20 %.

"papynpoBoYHasa 3aBUCMMOCTb CYATAETCH MPUEMeMON, eClM paccuMTaHHOE 3HaYeHne kBagpara Koad-
duumeHTa KoppensaLMn 451 rpagyvupoBOYHON KPUBOW Kaxkaoro hparMeHTHOMO MOHa KaXKaoro aHTMbuoTuka TeT-
paunKITMHOBO rpynnbl He MeHee 0,98.

6.6 MoproroBka nabopaTopHou NocyAbl U peakTUBOB

6.6.1 Moy 1 cywwKy nocyabl cnegyeT NPOBOAUTL B OTAENbHOM noMeLleHuu, obopyaoBaHHOM NPUTOY-
HO-BbITSXKHOWM BeHTUnsAumen. He gonyckaeTcs npoBeAeHue NoAroToBKU Nocyabl B JaHHOM MoMeLleHnun Ans
Apyrx BUOOB aHanu3oB. [ins cyLwuku nabopaTopHoi nocyabl M NoAroTOBKU peakTUBOB HE06X0AUMO NCNONb30-
BaTb OTAEbHbIE CYLUUITbHBIE LKadbl.

6.6.2 CreknsaHHyl0 nocydy noaBepratoT cTaHAapTHOW npouedype o4vucTkM nabopatopHoi nocyabl ¢
nocneayowen nocrneaosaTesibHOW NPOMbIBKOW OpraHA4YeCKMMU pacTBOPUTENSIMU: 3TUNaueTaTom (ogHokpaT-
HO), aUueTOHOM (ABaxAbl).

6.6.3 lNpouenypy NPOMbIBKA OpraHN4eCcKUMN pacTBOPUTENSIMU cneayeT NPOBOAUTL B BbITSDKHOM LUKa-
dy. PekomeHgyeTtca Ha cTagmnax NPOMBIBKA UCNONb30BaTh YbTPasBykoBylo 6aHio. OKOHYaTeNbHYI0 CYLUIKY
nocyabl NPOBOAAT B CYLUMITLHOM WKady, yCTaHOBNEHHOM B BBITSKHOM LWkady, npu Temnepatype ot 105 °C go
110°C.

7 TopsaaokK BbLINOAHEHUA U3MepeHUiA

7.1 O6paboTka Nnpo6 opraHoB, TKaHeM XXUBOTHbIX, AUL, AUYHOrO NOPOLUKA, MONOKa, MONMOYHbIX
npoAyKToOB U MeAa

7.1.1 MblWwe4Hyto TKaHb NpeABapUTENbHO O4MLLIAIOT OT Fpy6on coeAMHUTENBHON TKaHW. Alua oTaeNnaT
oT ckopnynbl. Kaxayto npoby namenb4aloT Ha roMmoreHusarope 1 B3gewmsatoT no 1,0 r roMmoreHM3npoBaHHoON
npoGbl B Buane Ha naGopaTopHbIX Becax ¢ HanGonbLuMM npeaenom B3sewnsaHuna 200 r. B suany gobasnsatot
50 mm3 pacTBopa BHyTpeHHero ctaHaapTa no 6.3.6.2 1 ocTaBnaioT AnNA ypaBHOBelIMBaHUA Ha 15 MuH. 3aTem
no6asnaoT 10 cm3 akcTpakuMoHHoro 6ydgepHoro pacteopa no 6.3.3, 3aKpbIBAKOT KPLILLKOWA U MHTEHCUMBHO Nepe-
MeLUMBatoT Ha BCTpAXMBaTene B TedeHune 15 MuH. [lanee Buansl ¢ 06pasuaMu noMeLLatoT Ha npeaBapUTenbHO
oxnaxaeHHyto go 4 °C ueHTpudyry u ueHTpudyrupytot npu 4000 06/MuH B TeueHue 20 muH. Mpoueaypy akc-
Tpakumm 1 LeHTpndyruposaHusi NOBTOPSIIOT elle oauH pas. ObbeaAMHeHHbIe 3KCTpaKTbl cObUpaloT B YACTbIE
BMAnbl.

7.1.2 1,0rmepa B3BelUMBAOT Ha NabopaTopHbIX Becax ¢ Haubonblumm npeaenom s3selumMeaHus 200 rs
BMane sMecTumMocTbio 50 cm3. B Buany go6aensaioT 50 Mm3 pacTBopa BHyTpeHHero ctaHgapTa no 6.3.6.2 u
OCTaBMIsAT ANS ypaBHOBeLUMBaHUSA Ha 15 MUH. 3aTeM gobasnstoT 20 cm3 3KCTpakUMoHHoro BydepHoro pac-
TBOpa Mo 6.3.3, 3aKpbIBAOT KPLILIKOW U MHTEHCUBHO NMEepeMeLlnBaloT Ha BCTpsixMBaTterne B TedyeHue 1 MuH.
Janee Buanel ¢ obpasuamm nomMeLLaoT Ha NpeaBapuTenbHO oxXnaxaeHHyo Ao 4 °C ueHTpudyry v ueHTpudy-
rpytoT npu 4000 06/MUH B TeueHune 20 MUH.

7.2 MNpoBeaeHue TBepaotdaszHON IKCTpaKLUU U NOArOTOBKa K XpomaTtorpacdupoBaHuio

7.2.1 Ons npoBegeHus TBepaodasHoON akcTpakumMm Kaptpumk ana T sanonHsoTt 0,5 r copbeHTa.
MpeasapuTenbHO KAPTPUAXK KOHAVLIMOHUPYIOT 6 CM3 METUNOBOrC CNUPTa U ypaBHOBELLUBAKOT 6 cM3 GuancTuI-
NUPOBaHHOM Bofbl. 3aTeM HaHOCAT 06 beAMHEeHHbIN 3KCTPaKT U BHOBb MPOMBbIBaIOT 6 cM3 6UaNCTUNNMPOBaHHON
BoAbl. TeTpaUUKIUHbI 3MIoUpYIOT ¢ copBeHTa npu noMolLm 6 cM® Mo6unbHoi dhasbl B. MonyyeHHbI antoaT yna-
pvBaloT Ha HarpeBaTenbHOM Moyrie B Toke Bo3ayxa Ao 0,5 cm3 npu Temnepatype 40 °C.

7.2.2 [1ns nepepacTBOpPEHUs U NOArOTOBKN K XpoMmaTorpacupoBaHuio 06beM NofyYeHHOro ynapeHHoro
aMoarta B MepHo Npobupke BMecTumocTbio 10 cm3 gosoaaT Ao 1 cM npu nomotlLm MobunsHou assbl A v nome-
LWaloT Ha yNbTpa3sBYKOBYIO 6aHI0 Ha 1 MUH. Mony4eHHbIA 3KCTPaKT (PUNLTPYIOT Yepes MeMBpaHHbIA hUnbTP 1
ncnonb3aytoT ans BOXKX-MC/MC aHanusa.

6
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7.3 O6pa6oTtka npo6 Monoka

7.3.1 [Ansaounctkn obpasLios k HaBecke obpasLia Monoka maccol 1 r, noMeLleHHoN B Buany, obasnsioT
100 mm3 pacTBOpa BHyTpeHHero cTaHaapTa no 6.3.6.2 1 ocTasnAoT ANA ypaBHOBELUMBaHUSA Ha 15 MUH. 3aTem
Ao6aBnsoT 3 cM3 aueToHUTPUNA, 3aKpbIBaKOT KPLILWKOW U UHTEHCUBHO NepeMeLInBaloT Ha BCTpsixuBaTene B
TeyeHue 3 MUH, 3aTeM OCTaBNAT Ha 15 MUH B ropU3oHTaNbHOM NONOXEHUW ANsi NocneayioLero ypasHoBeLUW-
BaHuA. [lanee Bnany c obpasLom NoMeLLaoT Ha NpeaBapuTenbHO oxnaxaeHHyo Ao 4 °C ueHTpudyry v ueH-
Tpudyrmpytot npu 4000 06/MuH B TeueHue 20 MuH. MonyYeHHbIN pacTBOP NEpeHOCAT B MepHYo Npobupky
BMecTUMOCTbIo 10 cM? 1 ynapusatoT Ao 1 cM3 Ha HarpeBaTenbHOM Moy e B Toke BO3yxa npu TeMnepartype
40 °C. K nony4yeHHoMmy ocTaTky gobasnstot 9 cm3 6ycdepHoro pacTeopa 6.3.3 U MoMeLLAtoT Ha YNbTPasBYKOBYIO
6aHio0.

7.3.2 TNpoueaypy TBepaodasHON 3KCTpaKLUM OCYLLIECTBAAIOT B COOTBETCTBUN C 7.2.1, a nepepacTBope-
HWe 1 NOAroTOBKY K XpoMaTtorpadupoBaHuio — B COOTBETCTBUM C 7.2.2.

7.4 BOXX-MC/MC aHanu3

7.4.1 [ns onpeaeneHns oCTaTO4HOro coaepKaHnUa TETPaLMKIMHOB U UX aNcopM NPOBOAAT aHanus B
YCIOBUSIX, yKa3aHHbIX B 6.4.

7.4.2 BpemsyaepxuBaHus aHTUBMOTUKOB TETPALMKITMHOBOM rpymnnbl onpeAensiioT Npy aHanuse rpagyu-
POBOYHBIX PACTBOPOB.

7.5 KoHTponb KayecTBa U3sMepeHuin

7.5.1 Kaxpas cepusi usmepeHuin BkntovaeT B cebst HeCKoNbKO cTeneHel NOATBEPXAEHUA KayecTBa
N3MepeHni.

7.5.2 Ons McKoYeHUs KOHTamuHauuM obpasua Ucnonb3yemMbiMu peareHTaMu nNpoBogaT o6paboTky
«uncToro obpasua» B COOTBETCTBUM C 7.1—7.3 B 3aBUCUMOCTM OT TUMa UccregyemMoin maTpuLibl.

7.5.3 [nsay4eTamatpuyHoro achcekTa npu pacyeTe 0CTaTOUHbIX COAEPXKaHUA aHTUBUOTUKOB TeTpaLMK-
MMHOBOW rpyMnbl UICNOML3YHOT MaTPUYHYIO rpadyupoBKy Mo 6.5.

7.5.4 MpoBoanaT ucnbiTaHue obpasua c 0bpaboTkoi Npobbl B cooTBeTCTBUN 7.1—7.3 B 32aBUCUMOCTU OT
TUMNa nccnegyemon MaTpulbl.

7.6 O6paboTtka pesynbTaToB XpoMaTorpaduyeckoro aHanmsa

7.6.1 PacyeTbl cogepxaHnsi aHTUBMOTUKA TeTPaLMKITMHOBOW rpYNMbl BLIMOSHSIIOT C MOMOLLBIO Fpagyvpo-
BOYHOI XapaKTePUCTUKN Crieay oL MM 06pa3om. BelumcnaoT oTHoLWeHWe nnowaam nuka doparMeHTHOro MoHa K
nnoLwaan BHyTPEHHero cTaHaapTa ¢ ToMOoLLbLo NporpaMMbl 06paboTkM CNeKTPOoB NOCTaBAsIEMON BMeCTe C Xpo-
MaTo-Macc-CnekTpoMeTpoM. 3aTeMm, AN HalAeHHOro 3HaveHns (abcurcehl) HAaXOAAT TOUKY Ha rpagynpoBoY-
HOW XxapakTepucTuke. OpanHaTa 3Tol TOYKM ABMAETCA UCKOMBIM cofiepXXaHuem (npunoxexue b).

7.6.2 OkoHuaTenbHble pe3ynbTaThl U3MepeHUin coaepkaHus TETPaLKITMHOB OKPYIIIAIOT A0 LIeSoro sHa-
YeHUs 1 BbipaXatoT B MUKPOrpaMmax Ha KUorpamm.

8 MeTponornyeckme xapakTepucTuKu

8.1 YcTaHOBMNEHHbIN B HacTodALLleM cTaHgapTe MeTod obecneunsaeT BbINMOMHEHNE U3MEPEHNUIA coaepXa-
HMA TeTPaUMKIIMHOB C paclUMPeHHOW HeonpeaeneHHOCTbIo pe3ynbTaToB aHanUTUYECKUX U3MePeHUA npu
koaghbrLmMeHTe oxBaTa k = 2, ykaszaHHOW B Tabnuue 2.

MpumMmeyaHun e — 3HaueHns OTHOCUTENBHOW pacMPEeHHON HEoNPeaeneHHOCTH, YKasaHHble B Tabnuue 2, cooT-
BETCTBYIOT rPaH1LaM OTHOCUTENIBHOMN NOrPELUHOCTY pe3ynbTaToB namepenun npu P =0,95.

Tabnuuya 2 — 3Ha4eHuss OTHOCUTENbHON PacLUMPEHHON HeonpeaeneHHOCTU U3MepeHuil (Npy koaduumeHTe oxeata
k=2)V, %, B Anana3oHax uaMepeHuii CogepxaHuii aHTM6MOTMKOB TETPaLIMKITMHOBOM IPYNMbl, MKI/KK

OTHocuTensHas paclumpeHHan HeonpefenedHocts V., %, npu P = 0,95 n auanasoxe namepeHui
AHTUBMOTUK TETPALMKITMHOBON cofepXXaHuA TeTPaLMKITMHOB, MKI/KT
rpynnel
ot 1,0 no 10,0 BkntoM. cB. 10,0 po 100,0 Bkmou. cB. 100,0 no 1000,0 skntou.
TeTpaumknvH 69 27 12
OKeuTeTpauuKuH 67 28 20
[ OKCUUMKNUH 80 25 12
XnopTeTpaumkivH 114 23 18
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9 OdbopmMrneHue pe3ynbTaToB U3MEPEHUN

9.1 PesynbTaT aHanusa M, B JoKyMeHTaXx, npeaycMaTpuBaloLLyX ero MCnonb3oBaHve, NpeacTasnsioT B
suae hopmynbl
M. = Xpo £ U, M

rae X, . — cpeaHeapugmeTU4eckoe 3Ha4eHue ABYX napannenbHbIX M3MepeHunii coaepXanna n-ro aHTnéuo-
TUKa B aHannaupyemom npobe, MKr/Kr;
+U, . — paclumpeHHas HeonpeaeneHHOCTb NpU KodduumeHTe oxBaTta k=2 onpeaeneHus coaepxaHus
n-ro aHTMBMOTUKA TETPALMKITMHOBON rPYNMkl, onpegensiemas no copmyne 2, MKr/kr.

9.2 3HavyeHus paclMpeHHoN HeonpeaeneHHOCTU N3SMEePEHNs PacCHUTBLIBAIOT C UCNOMb30BaHUEM 3Ha-
YEHWNIA OTHOCUTENBHOW paCLUMPEHHON HeonpeaeneHHOCTU Npu K = 2 (B COOTBETCTBUM ¢ Tabnuuei 2) no ¢op-
myne

=X, 2
Une= X 100 2
rae X, . — cpeaHeapudmeTUHecKoe sHaueHue AByX napassiesibHbIX UsMepeHuid coaepkaqus n-ro aHtubuo-
TUKa B aHanuaupyemoii npobe, MKr/kr,
V,, — 3HaYeHne OTHOCUTENLHO paclUMPEHHO HeonpeaeneHHOCTU CoAepPXXaHUA N-ro aHTUGMoTUKa TeT-
pauUVKIMHOBOW rpynbl 4518 COOTBETCTBYIOLLEro AnanasoHa usMepeHuin (Tabnuua 2).

10 KoHTponb KayecTBa pe3ynbTaToB U3MEpPEeHUN

10.1 KoHTponb NONMHOTLI U3BNEYEHUA BHYTPEHHEro cTaHgapTa TeTpauuknuHoB

10.1.1 KoHTponb U3BneyeHUa BHYTPEHHEro ctaHgapTa TeTpauuknnHOB BbIMOMHSAOT B X04e KaXaoro
n3MepeHuns (nonydyeHusi pesynbTaTta KOM4eCTBEHHOrO XMMUYECKOro aHanu3a npu cobnioaeHun tpe6osaHuin
HacTosLero cTaHaapTa).

10.1.2 PaccunTtaHHble NporpaMmMHbIM obecnedeHnem 3HaveHUsa U3BNeYeHNs BHYTPEHHUX CTaHaapToB
OOIKHbI HaxoauTbes B ananasore oT 40 % Ao 130 %. Ecnu paccuutaHHoe 3HaveHUe U3BIeYeHUs HKe Unn
BblLLIE YKa3aHHOro gnarnasoHa, To pesynbTaTbl U3MepPeHUs MacCoBOWM AONU TETPAUUKITMHOB HE MPUHAMALOT 3a
OKOHYaTenNbHbIA pesynbTaT. [poBOAAT NOBTOPHBLIE UCCEAOBaHUS aHanM3npyembix npob.

10.2 KoHTponb HeonpeaerneHHOCTU pe3ynbTaToB U3MEpPEeHUin

Mpu npoBegeHNUN UCTIBITaHWI peKoOMeHAYEeTCs B X04e aHanun3a kaxaon cepum 06pasLoB ¢ NCMoSb30BaHKU-
eM cTaHgapTHol npoLeaypbl ipobonoaroToBku (CM. 7.1 1 7.3) NpOBOANTL aHaNN3 rpaayMpOBOYHbIX PACTBOPOB
B COOTBETCTBUN € 6.4. PeaynbTaTbl U3BMEPEHU NPU3HAIOT YA0BNETBOPUTENLHBIMU NP BbINOMHEHUU Crieayto-
LLlero HepaBeHcTBa:

. N
Xpo =Xpal<| Xpo-—2 | 3
| n,c n,al [ n.c 100} ()

rae X, . — paccymTaHHoe ¢ NOMOLLbIO FpaaypPOBOYHOM XapaKkTepUCTIKM 3HaUeHUe COAEPXKaHUS N-ro aHT-
BUOTUKa TeTPaLMKIIMHOBOW rpynMbl B aHaNUaupyeMon npobe, MKI/Kr;
X, , — 3HaveHue coaepxaHuns n-ro aHTMGOTIKA NO NacnopTy Ha CTaHAAPTHbIA 0BpaseL, MKI/Kr;
V, — 3HauyeHWe OTHOCUTESIbHON PacLUMPeHHOR HeonpeAeIEHHOCTU CoAePKaHUs N-ro aHTMBUOTHKa TeT-

paLMKIIMHOBOM rpynel 4151 COOTBETCTBYOLLEro AManaszoHa nameperui (Tabnuua 2), %.
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MpunoxeHne A
(cnpaBo4HoOe)

CTpyKTypHble (hOpMYInbl aHTUGUOTUKOB TEeTPaALMUKIMHOBOIO psAda

CH,
HO  # (HsC)NoH

Snumepusaumns
pH2-6
—_— ; NH,
OH
OH O OH o O
4-3nuTeTpaumKnuH
Anumepusaums
pH2-6
_—
-—
CH3;OH N (CH,),
3numepunaaumns
pH2-6 NH,
- -
OH
OH O OH (0] (0]
OKenTeTpaLMKIIUH 4-3MNOKCUTETPALMKITUH
CH
HH 2 (HC) N,
g o OH
3numepusauus
pH2-6
—_—
-—
OH NH,
OH O OH (o] (0]
JokenumknmuH 4-3NMNAOKCULIMKITUH
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MpunoxeHne b

(cnpaBo4HoOe)

OTHoWeHMe nnoLwagm NnMKka MoOHa aHTUOMOTUKa K Nnowaan nuka MoHa BHYTpPeHHero ctaHaapTa

KoHueHTpaums, MKr/kr
120

100 R%=1

80

60

40

20

0 T | T T I
2,0 4.0 6,0 8,0 10,0 12,0

PucyHok b.1 — OTHOWeHWe Nnowaam nvka noHa aHTMBMoTMKa K NIOLLAAW NKa MOHa BHYTPEHHEro cTaHaapTa

10
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MpunoxeHne B
(obsazaTenbHoe)

KOHTpOﬂb cTabunbHocTU pe3ynbTaTtoB Msmepean?I

MepuoanyHOCTb KOHTPONsi CTAaBWUITBHOCTY Pe3yNbTaToOB U3MEPEHWI PErNaMEHTUPYIOT B PYKOBOACTBE MO KavecTBY
naGoparopuu.

KoHTponk cTabunbHOCTU pe3ynbTaToB M3mMepeHuii B nabopatopuu npu peanusauum MeToguku ocyWwecTBASIOT No
FOCT P NCO 5725-6, ncnonb3ays KOHTPOb CTabUNbHOCTM CpeaHEKBaapaTUYecKoro (CTaHaapTHOrO) OTKNOHEHW S MpoMe-
KYTOYHOW NPeLU3NOHHOCTU PYTUHHOTO aHanm3a ¢ U3MeHSILWUMUCH (DaKTOPaMmu KBPEMS» U KOMepaTops.

MpuMeHsiA MeToa KOHTPOMNbHLIX kKapT LLyxapTa, npoBepstoT CTabUNbHOCTL 3TUX PE3YNbTaTOB M3MEPEHUIA N OLEHU-
BalOT CTAHAapPTHOE OTKIIOHEHUE NMPOMEXYTOYHON NPELU3NOHHOCTU C U3MEHSIOLLMMUCH (haKTOpaMmn «BpemMsi» U «ornepa-
Top». Mocne oT6opa ncneiTyemyio Npody oT KaxAoM napTuv nogrotaenueaioT B Nabopatopum gnsa aHanuaa. OgHy npoby,
NoABepraBLLylocs aHannay BO Bpemsa cMeHbl (Cy), aHanuaupyeT NOBTOPHO APYrov onepartop B Apyryto cmery (C,), u
pe3ynbTaThl CPaBHMBAKT. 3Ha4YeHWe CTaHAAPTHOIO OTKITOHEHNS NPOMEXY TOYHON NPELN3NOHHOCTM (01(770)) ycTaHaenmea-
toT B nabopaTtopum No pesynbtatam n3amepeHuii 3a npeaslayLumn nepuog. NapameTpbl KOHTPONBHON KApThl NpeaenoBs Ans
KaXxgoro AnanasoHa paccyuThIBaoT criegytowmm obpasom:

- CpegHIor NMHUI No hopmyne

d2~cl(to) =1,128 “Oyrop 4)

rae oyr oy — CPeAHeKBaapaTueckoe OTKIOoHeHue NMPOMEXYTOYHON NPELM3NOHHOCTH, %;
- BEpPXHWI npegen AencTeus no dopmyne

UCL,= 3,686 67 (5)
- BepxXHWV npeaen npeaynpexaeHus no opmyne
UCL,, =2,834 o, (6)
PacxoxgeHue (w) paccumTbiBaoT no hopmyne
W =2~|C1—C2|~1OO_ (7)
(Cy+Cy)

PacxoxaeHne w HAHOCAT Ha KapTy B TeHMEHNe KOHTPONUPYeMOro rnepuoga.

PekoMmeHayeTcsi ycTaHaBNMBaTb KOHTPONUPYEMBbINM nepuoa Tak, YTobbl KONMYECTBO Pe3ynbTaToB KOHTPOMNbHbBIX
namepeHuii 6bino ot 20 go 30. Mocne aToro NPoBOAAT OUEHKY CTaHAAPTHOIO OTKITOHEHUS1 NPOMEXXY TOYHOM NPELM3NOHHOC-
™m(S T, 0)) pesynbTartoB no hopmyne

n
S

SI(T,O) -

8)

m,-d,’

rae m,, — YnCro UsMepeHnn.
MonyyeHHoe 3HaveHne S (T, 0) UCTIONb3YIOT ANA NOCIEAYIOLLLEro KOHTPONst CTabuNbHOCTU pe3yrbTaToB U3MEPEHUN.

11
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[11 TuneTkn nepemeHHoOro obbema ogHokaHanbHble, Transferpettor Brand, Frepmanus

[2] Bwanbi (hnakoHsl NONMNPONUIEHOBLIE) BMECTUMOCTLI0 15 1 50 cm3, Corning 430790 1 430290

[3] dunbTpbl MemBpaHHbie ¢ paamepom nop 0,5 mkm, Acrodisc CR 13 MM, 0,2 mkwm, Life Sciences PN 4423T

[4] Wamenbumtenb-romoreHmnsatop naboparopHbii MMR 0801/01, Bosch, Nepmanus

[5] BubpaumoHHbIV BCTpsixuBaTens Ansi npobmpok (Boptekc) Multi Reax, Heidolph, Mlepmanusi

[6] LeHnTpucyra nabopatopHas poTopHas pedpuxepaTopHasi, Beckman, Nepmanus

[71 TepmocTtaTupyemblii HarpeBaTenbHbIN MOy b CCUCTEMOV OTAYBKM pacTBOpUTErne MHEPTHbIM razom, Reacti-Therm
(Pierce, CLLA)

[8] VYnbTpaseykoeas 6aHs, ElIma S 30 H, N'epmanus

[9] TY 8-09-1709-77 MeTaHon-ag ans xpomartorpacvm (MeTUNoBbIV CNMPT) X.4.

[10] TY 7-09-5437-91 AueToHntpuny.a.a.

[11] ©C 42-2619-97 Boga ounweHHas

[12] CranpapTHbIVi 06pasel TeTpauuknuHa rngpoxnopuga, USP, Sigma, T4062

[13] CrangapTHbIV 06paseu okeuTeTpauuknuHa mapoxnopmaa, USP, Sigma, 05875

[14] CrangapTHbIfi 06pasel xnopTeTpauuknuHa rugpoxnopuga,USP, Sigma, C4881

[15] CrangapTHbIV 06pa3eu gokenumknvHa, USP, Sigma, D9891

[16] CrangapTHbIfi 06pasel gemeknouvknuHa, USP, Sigma, D6140

[17] MpaBuna ycTpovicTea n 6e3onacHon aKkcrnnyaTaumum cocyaoB, paboTaowmx nod AaBrneHmeM

[18] MeToguyeckue ykasaHvs no oT6opy Npob NULWEeBol NpoayKUMM XMBOTHOTO U PACTUTENBHOTO NMPOUCXOXAEHWS, KOp-
MOB, KOPMOBbIX 06aBOK C LieNblo NabopaTopHOro KOHTPOIs UX Ka4ecTBa 1 6e30MacHOCTM
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