AHanu3 coaepxaHua
thapmaLieBTUYECKUX NpenapaToB
S B MPMPOAHBIX BOAAX C NPUMEHEHUEM

oHnanH-TO3J
Cuctema ana onnaH-TOJ Agilent 1200 Infinity

Metoanyeckaa nicopmaumsa

JKOMOTrUYECKUiA KOHTPOTb

ABTOpbI Kpatkoe cogep>xanue
bertuna LLyn (Bettina Schuhn), 3arpasHeHne NpupoaHbIX BoA hapmMaleBTUYecKUMK npenapatamu NpoMCXoAMT No
Tomac Maywep (Thomas Glauner) BceMy Mupy. Cyuiecteyet MHOro NPUYMH Takoro 3arpAsHeHmnA, HanpuMep HenonHoe

. . AaneHune n MMecei Npu ouncTke BOAbl UNK 3arpA3HeHne CToOKOB C TOpoACKUX
Agilent Technologies, Inc. y P P P P

TEppUTOPUIA.

BanbabpoH, lepmanua
B naHHbIX MeToANYECKUX YKa3aHMAX ObINT0 M3MepPEHO coaepXaHue hapMaLeBTUYecKux
npenapaToB B pa3NuyHbIX MPUPOAHBIX BoAaX (MUTbeBan BOAA, NOBEPXHOCTHbIE BOAbI
M CTOYHbIE BO/AbI OT BOAOOUYUCTHOW CTAHLUM) C NPUMEHEHUEM CUCTEMbI OHNANH
TBepAoasHoii akcTpakumuu Agilent 1200 Infinity, coBmMeLLeHHOI ¢ TpexkBaAPYyNONbHbIM

B3>KX-MC Agilent 6400.

nOl'IyLIEHHbIe 3HaYeHUA NUHERHOCTU, TOYHOCTM NNOLWAAUN 1 BpeMeHu yaep>xuBaHuAa
nuka, SdJCbBKTa nepeHoca np06b| W HaleXHoCTn M3Mep8HMl71 NO3BONAKT CYUTATb aHaANuU3
ycnewHbiM, AOCTOBEPHbIM U NOAXOAALLUM ANA LUMPOKOTro Kpyra (bapMEILI,EBTM‘IECKVIX

npenapaToB B Npo6ax MpUPOAHbIX BOA.
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Beepenue

Pactyuiee notpebneHue apmaleBTMyecKmux
npenapaTtos Nno BCEMY MUPY NPUBErNO

K MX MOBCEMECTHOMY pacrnpoCTpaHeHmio

B BOJHOIA Cpejie, BKMOYan CTOYHbIE BOAbI,
MOBEPXHOCTHbIE BOAbI, FPYHTOBbIE BOAbI

1 NUTbeByIo BoAy. HekoTopbie 3 atnx
thapmaueBTMYECKMX NpenapaToB NpeAcTaBnAlT
noTeHUManbHbli puck 1 npobnemy ansa niojei
1 OKpYy>XatoLLeii cpeabl, NOCKOMbKY Aaxe
HU3KME KOHLIeHTPaLmMn MoryT NpUBOANTL

K HexxenatenbHbIM 6Monornyeckum
Bo3aeicteuam. Ocoboe 6ecrnokoiicTBo
BbI3bIBaeT 3arpA3HeHHaA Boja, Ucnonb3yemas
B KayecTBe UCTOYHMKA ANA NPOU3BOACTBA
nuTbesoii Boapl'. B bepnuHe (Fepmatua)
coo6Lanocb 06 0AHOM criyyae NoBTOPHOM
nepepaboTkn CTOYHOI BOAbI 0 MUTLEBOIA,

YTO MPMBOAUNO K NMOCTOAHHOMY BO3ZEHCTBUIO
thapmaLeBTMYECKMX NpenapaToB Ha NioAein.
CornacHo uccneaoBaHuio, NpoBeAeHHOMY

8 1996 roay, B BOAONPOBOAHOI U IPYHTOBOW
Boe 6bina o6HapyxeHa knotubpuHoBan
KMCIOTa B KOHLIEHTPALMN 10 HECKOMbKMX Hr/n.2

[InA konuyecTBeHHOrO onpesenexHna

¥ MOHUTOPUHTa hapMaLieBTUYECKUX
npenapaToB B HU3KUX KOHLIEHTpaLMAX
(Hr/n) B pasnuuHbIx npo6ax
NPUPOAHBIX BOA HEO6XOAMMbI MOLLHbIE,
BbICOKOYYBCTBUTENbHbIE KOHTPONbHO-
u3MepuTenbHble NPUOGOPbI U METOAbI.

[laHHble MeToAMYECKME yKa3aHuA

OMnMCbIBaOT METO/ aBTOMATU3MPOBAHHOM
OHnaiiH TBepaochasHoit akcTpakuum (TOI)
B3XX/MC/MC, paspabotaHHblii Ania
onpeaenenua 20 hapmaLieBTMUYECKUX
npenaparoB B pasnuyHbIX Npo6ax NpUPOAHbIX
BoA. X0oTA HeKoTopble Npo6bl yxxe 6binu
3arpAsHeHbl LenesbIMU hapMaLeBTUYecKUMU
npenapaTtamu, BO Bce Npobbl AOMONHUTENIbHO
A06aBUNM aHanUTbl B COOTBETCTBYIOLLIMX
KOHLLEHTpaLMAX, NoCne Yero u3amepunu
nokasaTtenu cTeneHu U3BeyeHua, MMHeRHoOCTH,
achchekta nepeHoca npobbl, TOYHOCTU NNoLLAAN
¥ BpemeHu yaepxusanua nuka (RT).

B uenom ownaiin-TO3 agnaetca 6e3BpeaHoit
ANA OKpYy>KatoLleid cpeAbl anbTepHaTMBOA
06b14HO# ohnaiiH-T®I 6narosapa CHUXEHUIO
pacxoza pacTBOPUTENEN U YPOBHA OMACHbIX
otx040B. K TOMY Xe MeToauKu oHnamH-

T®3I meHee aoporocToALLMe MO CPaBHEHUIO

¢ ohnaiiH-TO3I%. BoamoxxHocTb paboTbl

¢ 06bemom npobbl BCcero B HECKOMNbKO
MWNNIUAMTPOB U OAHOBPEMEHHOE o6oralleHune
1 obecconmBaHune npo6 No3BoONAKT NPOBOAUTHL
TOYHbIW KONWYECTBEHHbIW aHanu3 BellecTs

1 06ycnaBnuBatoT 3)heKTMBHOCTb CUCTEMDI
oHnaiiH-TO3. bonee Toro, MeToAnKM
oHnaiH-TO3 no3BonAT 3KOHOMUTb BpeMA

¥ Tpyao3aTpatbl, NOCKONbKY HE06X0AUMOCTb
npo60noAroToBKM MUHMManbHa, a MHOTAA
npocTo oTCyTCTBYET.

Koundwmrypauusa cucremsi

Agilent 1290 Infinity Flexible Cube aBnaetca
0CHoBoM cuctembl Ana oHnanH-TOJ Infinity
1200. JaHHaA KoHdUrypauua coAep>XXUT OANH
[ZBYXNO3WLMOHHbIW 10-nopToBbIA KpaH ¢ ABYMA
KapTpuaXKamu, a Takxxe NOpLIHEBOM Hacoc

1 KpaH-nepeknioyarenb, cnocobHblii 0T6MpaTh
[0 Tpex pacteoputeneit. [1sa kaptpuaxa

¢ copbentom Agilent PLRP-S ucnonbaytotca
nonepemMeHHo, KaXkabli KapTpuax
o6ecneunsaet 6onee yem 300 umknos
o6oratieHus u anupoBaHua’.

PLRP-S (nonepeyHo cluuTblit nonumep
CTMpONa-aMBMHUNGEH30Na) NpeAcTaBnaeT
co60i1 MaTepman ¢ BbICOKOV CTENeHbHo
0JIHOPOAHOCTH, CBOGOAHDIN OT CUMAHOMbHbIX
TPYNN U MOHOB TAXENbIX METaNmoB, KOTOPbIi
uAeanbHo NoAX0AMUT AnA oboralleHuna
cpeaHenosnApHbIX U HENOMAPHbIX
thapmalieBTMYECKMX NpenapaTos.

3KCI18pVIM6HTal'IbHaﬂ 4yacTtb

O6opynoBaHue

Bce akcnepuMeHTbl 6bInn BbINONHEHDI
C NPUMEHEHNEM CUCTEMbI OHNaH-TO3I
Agilent 1200 Infinity, B cocTaB koTopoii
BXOAMUNM CNeayoLLne KOMMOHEHTbI:

*  Agilent 1290 Infinity Flexible
Cube (G4227A) c Habopom ana
oHnaiH-TOJ Online SPE Starter
Kit (G4742A), BknioyatoLmii 0AMH
ZBYXMO3WULMOHHBIN/10-nopTOBbLINA KpaH,
600 6ap, kanunnAapsl, WTaTMB ANA
KapTpUAXKe U KapTpuaXu

*  [ByxkaHanbHbIii Hacoc Agilent 1260
(G1312B) n LAN-kapra (G1369C)

»  CranpaptHbI aBTocamnnep Agilent
1260 Infinity (G1329B) ¢ netneii Ha
900 mkn (G1313-60007) u TepmocTat
asrocamnnepa Agilent 1290 Infinity
(G1330B)

*  TepmocTaT KONIOHOYHOTO OTAENeHMA
Agilent 1260 Infinity (G1316A)

. TpexksaapynonbHblii Ba>KX-MC
Agilent 6400 (G6460A) c TexHonoruei
Agilent Jet Stream

MporpammHoe ob6ecneyenue

*  Agilent MassHunter Data Acquisition
AnA TPexXKBaApynoJibHOro Macc-
cnektpomertpa, Bepcua 06.00

+  Agilent MassHunter Optimizer,
Bepcua 06.00

+  Agilent MassHunter Source u iFunnel
Optimizer, Bepcua 06.00

+  Agilent MassHunter Qualitative,
sepcua 06.00

+  Agilent MassHunter Quantitative,
sepcua 06.00



Xpomarorpacmueckue ycnousa

Ycnosua BIXKX

KonoHka

Agilent ZORBAX SB-Aq, 2,1 x 100, 3,5 mkm (kat. Ne 861753-914)

Kaptpuax T03

PLRP-S, 2,1 x 12,5 mm, 15-20 mkm (kat. N2 5982-1271)

Temnepatypa KONOHKU

35°C

CkopocTb notoka

0.4 mn/MuH

MoasuxkHaa hasa

A) 0,1% ykcycHaa kucnota + 0,1 mM auetat ammoHuA
B) 0,1% ykcycHaa Kucnota B aLeToHUTpUne

[paaneHt

0-2 muu 3% B,

2-8 muH 2-90% B,
8-15 mun 100% B,
15-16 mun 100% B

Bpema npombiBaHua konoHku nocne 14 mux
aHanusa

06bem BBoAa 900 mkn
Temnepatypa B aBTocamnepe 5°C

Anroputm pab6otel Agilent Flexible Cube

Bpema (Mut) OyHKuuA

0 06bem Hacoca

2 MepekntoyeHne kpaHa
B JIEBYI0 NO3ULMIO

2,1 06bem Hacoca

6 06bem Hacoca

Mapametp
Hacoc 2,5 mn, 1,5 mn/muH Boga, 0,1% ykcycHaa kucnota

BepxHaa nosuuma kpaHa
Hacoc 5 mn, 1,5 mn/muH auetoHutpun
Hacoc 8 mn, 1,56 mn/muH Boaa, 0,1% ykcycHaa kucnota

Ycnoeua MC, Agilent Jet Stream ESI, A

MNoHuzauua anektpocnpeem Agilent
Jet Stream

Temnepartypa rasa 300 °C

Pacxop rasa 10 n/muH
Pacnbinutens 40 psi
Temnepatypa 3aLUMTHOTO rasa 400 °C

Pacxog 3awwutHoro rasa 12 n/MuH
Kanunnapbi +3000 B, —4000 B
HanpaxeHue Hacaaku +0 B, -1800 B
HanpaxeHue ymHoxuTena +400 B, —600 B




[Mpo6bi 66N B3ATHI M3 BOAONPOBOAHOI BOABI, Mcnonb3oBanuch cneaytowme Tpu npobbl: B tabn. 1 npuseaeHbl 20 uenesbix

peK u pyybes B paiioHe KenbHa. CMeLLaHHbIi thapmaLieBTUYECKUX NpenapaToB

CTaHAapTHbIN pacTBop nNpejocTaBuna * 3arpAsHeHHasn nuTbesan C COOTBETCTBYHOLUMMM 3HAYEHUAMM BPEMEH
na6opatopua BoAHOTO KOHTponA. [po6bl BoJa (0CTaTO4HOE BOAHOE YAEPXKUBAHMUA, NOHHOW MONAPHOCTH,
xpaHunucb npu 5 °C u nepea uHxekuueii 6binm Aes3nHuumpytoulee cpeactso bbino NpeALIeCTBYIOLWMM U JOYEPHUM UOHAMM,
LleHTpUYrMpoBaHbl B Te4eHWe 5 MUHYT npu 3amackuposaHo pactsopom 100 mr/n 3HAaYeHUAMM HanpAXeHUA parMeHTUpoBaHUA,
5000 06/muH. TMocynbchata HaTpua) aHepruu coyaapenua (CE) n HanpaxeHua

yckoputena adeiiku (CAV).
Momumo 3arpasHAOLLMX NpUMecei, yxe

npUcyTcTBYIOLWMX B NPo6ax, B TpK Npobbl " Vexoanan (2a) v sarpasHenHan (2b)

BoAbl 6bINK Ao6aBneHbl hapMaLeBTUYeCcKue MOBEPXHOCTHbIE BOALI Peaktusbl

npenapartbl B pa3fiMyHbIX KOHLLEHTPaLMAX. Bce pactBoputenv npuHaanexanu k kateropum

Mpo6bi ¢ BLICOKUM COAEPKAHUEM CTOYHOIA . WNcxoanaa (3a) u 3arpasHeHHan (3b) «ana BIXKX-MC». AuetoHnTtpun 6bin

BO/bl 6binK pasbasneHbl NUTbeBoIi BooM (1:5). CTOYHbIE BOAbI npuobpetex B Merck, l'epmanua. Ceexan

BOJa BbICLLEW CTEMNEHN 0YUCTKU Bbina

BHewHAa kanu6poBka 6bina BbiNOfHEHa Ha nonyyena Ha cucteme Milli-Q. o6opyaosaHHoii
nuTbeBoit Bode (BanbabpoH, Fepmatua) B thunbTpom ToHkoM oumnctku LC-Pak Polisher
avanasoxe ot 0 go 1,0 mxr/n. Vicnons3oBanuchb ¥ MeMBPaHHbIM KapTpuakem ¢ AnameTpom
cneayrowme Toukmn kanu6posku: 0, 0,001, 0,005, nop 0.22 mkm (Millipak). Ykcycxan kucnora
0,10, 0,025, 0,05, 0,1, 0,5 u 1,0 mkr/n. ¥ auerar aMMOHUA Gbini NPUOGPeTEHbI

8 Sigma-Aldrich, Corp. (Cent-Jlyuc, wrat
Muccypu, CLUA).

Ta6bnuua 1. Cnucok coeauHenuii u metog dVIRM

Bpema yaep- Poautens- JHeprua Hanpsxexua JHeprua Hanpaxenua OparmeH-
KuUBaHuA CKMii MOH [ouepHuii  coyaapenua yckoputena [lodepHuid  coyAapeHMA YCKOPWUTENA  TauMOHHaA

HasBaHue coeanHeHua (RT) (MuH)  (M+H)* noH 1 (B) Aveiiku (B)  noH 2 (B) Aveiiku (B)  aueiika (B)  MonapHoctb
4-QopMUNamMUHOAHTUNMPUH 6 2321 2141 8 2 56 28 4 90 MonoxwutensHan
Auetuncynbgamerokcason 712 296,1 198 12 2 134 20 4 90 MonoxwurensHan
besadmbpar 8,04 3621 316,2 8 3 139 24 5 50 MonoxwensHan
Kap6amasenuH 7147 2371 194,2 12 4 1791 36 2 90 MonoxurentHan
Kap6amasenun-10,11-auruapo- 6,55 2711 2534 4 3 180,1 32 3 70 MonoxwurenbHan
10,11-aurnapokcu

KnaputpomuuuH 7,61 7485 590,3 12 3 158,1 28 5 130 MonoxurensHan
KnodubpuHosaa kucnora 7,69 215 1289 4 4 126,9 4 4 50 Otpuuarenshan

[lernapatoaputpoMuumH 748 716,5 558,5 8 3 158,1 28 4 95 MonoxurentHan
[nasenam 8,23 285,1 1931 32 5 154 28 4 50 Monoxurensan
NuknoteHak 8,49 298 214 28 4 2499 8 3 90 Monoxurensian
IPUTPOMULIMH 714 7345 576,3 12 3 158,1 24 5 130 MonoxurensHan
lemdumbposun 8,74 249,2 127 4 4 121 8 4 65 Otpuuatenshan

V6ynpodeH 85 205,1 161 0 2 70 Orpuarensian

Metonponon 6,23 268,2 74 20 4 56 28 4 110 MonoxurensHan
Hanpokcen 8 2291 170 8 2 168,9 40 2 50 Orpuuarenshan

Oxcasenam 7.49 2871 269,1 12 3 2411 16 3 130 Monoxurensiian
lMponudeHasoH 7.66 2311 189,2 16 3 56,1 24 2 130 Monoxurensian
Cynbchamertokcason 7,02 254,1 156,1 0 2 92 24 5 90 MonoxurensHan
Temasenam 7.83 3011 283,1 8 3 255 20 3 70 MonoxutensHan
Tpumetonpum 5.89 291,2 261,1 20 3 2301 16 5 130 MonoxurensHan




Pe3ynbratbl n 06cyxpenune

Mepea namepennem npob 6b110 HeobxoaUMO
MPOBECTV ONTUMMU3ALMIO METO/AA OHMaWH-
T®3. Habnoaanoce, uyto aobasnexue 0,1%
YKCYCHOM KMCNOTbI B BOAY, MCNOMb3yeMyto Ana
npoLeAypbl 3arpy3ku, UMeno NomnoxuTenbHoe
BNWAHWE Ha yAepXuBaHue nbynpodeHa

1 HanpoKceHa Ha kapTpuaxe ana TOJ.°

JlvHeiiHoCTb, BOCNPOM3BOAMMOCTD
1 npeaenbl o6Hapy>xeHua

[na 6onblIMHCTBA COEAMHEHUI ANana3oHbI
nuHelHocTn Haxoaunuck mexay < 0,001 mkr/n
u 1 MKI/n ¢ NpeBoCXoAHOW NMUHENHOCTbIO

(R?) 0,99 nnu Gonee. Ha puc. 1 nokasaxa
KanubpoBoYHaA KpUBaa AnA 3pUTPOMULIMHA

B npeaenax ot 0,001 o 1 mkr/n B nuTbeBOW
BoJe. 3ecb NokasaHbl ABa NoBTOpa AnA
KaX/10/ KOHLEHTpaLnuu U BOCEMb CTaHAapToOB
KOHTPONA Ka4yecTBa C KOHUEHTpauuei

0,1 mMkr/n.

BocnpousBoauMocTb METOANKM U KapTpuakei
AnA oHnaiiH-TO3 nokasaHa Ha BOCbMU
cTaHaaptax koHtpona kayectsa (QC) (cunuii
TPeyrofbHUK Ha KanubpoBOYHOI KpUBOH),
namepeHHbIx B paboyem nopaake. QC
npeAcTaBnAnm coboii 3arpA3HeHHbIe NPobbI
NUTbEBOIA BOAbI ¢ KoHUeHTpaumen 0,1 mkr/n.
Kak nokasaHo Ha puc. 1, Bce QC umenu
MPeBOCXOAHYI0 BOCMPOU3BOAMMOCTb U TOYHOCTb
B IMHAMUKE U ANA PasnnyHbIX NOBTOPEHUN

(> 120 nnxxekumid, pasbpoc < 10%). CreneHb
U3BNEYEHUA ANA BCEX COEAMHEHUI Obina
onpeaeneHa kak auanasoH ot 90 ao 105%
(n=8). Ona 6onblUMHCTBa COEAMHEHUI BbINK
onpezenexsl npesens! 06Hapyexua (LOD)

< 0,001 MKr/n ¢ COTHOLLEHWEM «CUTHAM — LLYM)
(S/N) 6onee 3:1, 3a uckntoueHuem okcasenama
1 HanpokceHa, kotopble nokasanu LOD okono
< 0,005 mkr/n.

CreneHb u3BneyeHus
W BOCNpoOM3BOAUMOCTb

B Heckonbkux uccneaoBaHuax
NoAYepKMUBAETCA NPUCYTCTBUE OCTATKOB
¢hapmaueBTMYECKMX NpenapaToB B NPUPOAHOIA
Boae'®. Tak Kak [0 CUX Nop He CyLlecTyer
KaKoro-nu6o pyKoBOACTBaA N0 oLEeHKe
0CTaTOYHbIX KOIMYECTB (hapMalLleBTUYECKNX
npenapatoB B Npo6ax BOAbI, Mbl peLLUnm
OLIEHUTb XapaKTepUCTUKU METOAUKN Ha
OCHOBAHWUW KpUTEPUEB, OMpeeneHHbIX

8 SANC0/12571/20135. 310 o3Hauaert, 4to
[IONYCTUMble 3HaYEHUA cTeneHu U3BneYeHua
nexanu B ananasoxe 70—-120% npu
OTHOCMTENIbHOM CTaHAapTHOM OTKIIOHEHWH
(0CO) cazaHHoii Bocnpoussoaumoctn < 20%.
[inA oueHKu BOCNPOU3BOAMMOCTM NIIOLLAAN

%107, IPUTPOMULMH
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Puc. 1. KanubposouHana kpusaa Ana aputpomuumHa B nutbesoii Boge (o1 0,001 go 1 mkr/n). Cranaaptsl
KOHTPONA KayecTBa OTMEYeHbl CUHUM TPEYronbHUKOM Npu KoHueHTtpauuu 0,1 mkr/n.

1 BPEMEH yJiep>xuBaHua kaxxaaa npoba bbina
npoaHanuaupoBaHa yetbipexabl. B tabn. 2
CTENeHW U3BNEYEHUA, NpeBblllatoLLme

120%, BbiaeneHbl kpacHbim. 0CO nnowaam,
npesbiwatolmne 20%, Takxxe BblAeneHbl
KpacHbIM.

Tabnuua 2. Pesynbratbl Ana o6orallieHHON NUTbeBOW BoAbl (Mpoba 1)

B tabn. 2 npuBeaeHbl pesynbTatbl AnA
3arpAsHeHHoi nNuTbeBol BoAbl (npoba 1).
[puBeaeHbl 3HAYEHUA 0XXMAAEMO
KOHLLEHTPaLIMK, OTKNOHEHUA pacCcUUTaHHO
KoHUeHTpauuu (B ananasone 70—120%)

0T oXXuaaemoit koHueHTpauum n 0CO ana
Nnowaan 1 BpeMeH yaepXXuBaHua.

Oxupaemasn PaccuutaHHana (0]o{0] Sf:mew
KOHUEHTpPauMA KOHLEHTpauua nnowazau T

HassaHue coeauHeHua (mkr/n) (70-120%) n=4 (%) (%)
Beaadubpar 0,085 108,15 2,52 0,08
Kap6amasenuH 0,085 179,47 511 0,09
Knodubpunosan kucnora 0,085 104,41 3,06 0.1
[vasenam 0,085 115,65 1,65 0,06
NuknodeHak 0,085 100,18 1,16 0,09
N6ynpodeH 0,085 88,15 9,32 0,08
Mertonponon 0,085 121,30 0,87 0,16
HanpokceH 0,085 12,21 2,02 0,08
Mponudenason 0,085 147,56 1,38 0,05
Knaputpomuuut 0,085 81,32 1,56 0,12
Dervapatosputpomuuny 0,085 92,94 4,79 0,23
3pUTPOMULIMH 0,085 87,50 9,47 0.1
Cynbdhamertokcason 0,085 102,08 2317 0.1
Tpumetonpum 0,085 136,12 0,83 018
Okcasenam 0,085 103.65 3,30 0.09
Temasenam 0,085 116,41 1,29 0.06
femduGposun 0,085 96,76 3.10 0.07
4-OopmunamuHoaHTMnupuH (0,085 149,57 1,76 0,18
Kap6amaszenun-10,11 0,085 120,06 6,83 0,15
-anrnapo-10,11-aurnapokcu

N4-Auetuncynbdamerokcason 0,085 96,18 18,35 0.11




AHanua nutbesoi BoAbl ¢ Ao6aBneHnemM

0,085 mkr/n kaxaoro coeauHeHuA

rnoKasan XopoLUyt CTeneHb U3BNeYeHnA

Ana 6onblUMHCTBA coeANHEHUN. Tonbko
kap6amasenuH, nponudeHasoH, TPUMETONpUM
1 4-chopMUNaMUHOAHTUMIUPUH UMENU CTEMNEHD
ussnedenuna > 120%. 3o oTKNOHeHME MOXHO
006BbACHUTL PasnMunem B UCTOYHUKAX NUTbEBOW
BO/bl, MCMONb30BAHHbIX ANA KanMBpoBOYHbIX
CTaHAapToB U ANA Npo6, a Takxe pasnuuuem

B KOMMOHEHTaX MaTpuLibl, TaKUX KaK COonu.

3Hauenune 0CO nnowaam B 6onee yem
yeTbipex uamepenuax coctasuno < 20% ana
BCEX COeANHEeHUi, Kpome cynbameTokcasona
co 3Havyennem 0CO 23%. [ina 6onblunHcTBa
coeAuHeHui GbIno Nony4yeHo ropasao nyyuee
sHauyenune 0CO < 5%. [1ga kapTpuaxa TO3I,
UCMonb3yemMble NooYepeHo, NoKasanu
npesocxoaHble 3HayeHna 0CO spemeH
yAepXWUBaHUA, cpeJiHee 3HaYeHne CocTaBuno
0,13%. bonee Bbicokoe 3Hayenue 0CO

6bIN0 NOMy4YeHo TONbKO ANA Aeruaparo-
aputpomuumHa u coctasuno < 0,25%.

B tabn. 3 npuBeseHbl pesynbTatbl ANA
MCXOAHOM 1 3arpA3HEHHOW NOBEPXHOCTHbIX
BoA. B atoii Tabnuue crenexun usenedeHus
Huxe 70% BblaeneHbl 3eNeHbIM, a cTeneHu
ussneyeHus eoiwe 120% BblaeneHbl KpacHbIM.

Tabnuua 3. Peaynbratbl AnA UCXOAHO U 060ralLlEHHO NOBEPXHOCTHOI BoAbl (Mpobbl 2a n 2b)

Wcxoanaa noBepxHocTHaA Boaa (2a)

[na npo6 noBepxHOCTHbIX BoA hOHOBOE
3arpAsHeHne Habnoaanock AnA HECKOMbKUX
U3 LLeneBbIX coefuHeHui. Moatomy npobbl
6bINW NpoaHanM3upoBaHbl 40 U nocne
no6aBneHus Bcex thapmaLeBTMUYeCKNX
npenapatoB. KOHTponbHble 3Ha4YeHuA 6binu
OCHOBaHbl Ha CpeAHel KOHLeHTpaLuum, kotopan
6bina paccuutaHa B nabopatopun BoAHOMO
KOHTpONA, npeaocTasusLuelt Npo6bl. Mockonbky
3arpAsHeHHanA NUTbeBan BoAa UCMONb30Banach
ANA BHELIHel KanmbpoBku 1 bbina 3atem
COMOCTaBMeHa ¢ 3arpA3HeHHbIMU NpobaMu
NPUPOAHBIX BOA, MOIMK 0XunaaTbcA Hebonblune
OTKNOHEHWA OT 3HAYEHU 3arpA3HEHHBIX NPoo.

3arpAsHeHHaA noBepxHocTHaA BoAa (2b)

Oxupaeman PaccuutanHas oco 0co Oxupaemas PaccuutaHHas oco 0co
KOHUEHTpauua KoHUEeHTpauua nnotaan ;Z:;ﬁ:::awﬂ KOHLEHTpauua KOHLeHTpauua nnouwaan :Zir;::amn

HasBaHue coeauHeHun (mkr/n) (70-120%) n =4 (%) (mkr/n) (70-120%)n=4 (%)
besadubpar 0,0320 83,67 41 0,06 0.157 106,83 3,45 0,06
Kap6amasenuH 0,0540 120,72 1,96 0,07 0,179 121,06 1,88 0,10
KnocgubpuHosaa kucnora 0.125 7814 8.63 0,10
Nnasenam 0,125 100,54 3,91 0.07
Ouknodenak 0,1090 91,08 3,27 0,05 0,234 101,47 2,58 0,08
MN6ynpodhen 0,125 50,04 6.17 0,08
MeTonponon 0,1630 91,87 0,40 0,24 0,288 91,56 1,10 0,23
HanpokceH 0,125 89,44 10,54 011
MponudeHason 0,125 111,30 1,94 0,08
Knaputpomuuun 0.125 133,72 3.68 0.15
[lernapatoapuTpoMuULNH 0,125 115,98 5,48 0.13
IPUTPOMULINH 0,125 110,38 1,76 0,16
Cynbihamerokcazon 0,0300 102,75 5,51 017 0,155 84,73 5,97 0,14
Tpumeronpum 0125 101,91 0,65 0,24
Okcaszenam 0.125 155,88 5,66 0.10
Temasenam 0,125 114,42 2,36 0,08
Femdu6posun 0,125 80,26 2,62 0,11
4-Oopmunamunoantunupun  0,2510 100,63 0,85 0,21 0,376 92,09 1,29 0,27
Kap6amasenun-10,11 0,1370 104,65 2,51 0,21 0,262 103,47 2,23 0,18
-aurnapo-10,11-auruapokcu

N4-Auetuncynbamerokcason 0,125 122,70 6,07 0.15




Peaynbrathl aHann3a noBepxHOCTHbIX

BO/ NMOKa3blBaloT MPEBOCXOAHbIE CTEMNEHM
U3BNeYeHUA Ana 60NbLUMHCTBA COEAMHEHWI
(tabn. 3). B HesarpAsHeHHoM npobe
NOBEPXHOCTHbIX BOA (2a) 6bINy HalaeHbl
ceMb (hapmaLieBTUYeCKMX Npenaparos,

a TpU coeAnHeHnA GbinK onpejeneHsbl B

CoO0TBETCTBYIOLLEH KOHUeHTpauuu > 0,1 mkr/n.

B 3arpAsHeHHoIi Nnpo6e NoBepXHOCTHbIX
BoZ (2b) cteneHb ussneyenus 6onee 120%
Habntoaanach TofbKO ANA KNapUTpoOMULMHA
u okcasenama. I6ynpodreH 6bin HaliaeH
BHE 0XXMJaemMoro AuanasoHa KOHLEHTPaLmum
co cteneHbto ussneyenua 50%, 4to MoxHo
06bACHUTL NOAABNEHUEM MATPULbI,
BbI3BaHHbIM 6onee croXHoi MaTpuLeit
npo6bl NOBEPXHOCTHBIX BOA.

3Hauenua 0CO nnowaau v BpemeH
yAEPXMBaHUA HAaXoAUNKUCh B AONYCTUMOM
AvanasoHe Ana 06eux npob noBepXHOCTHbIX
B0z (2a u 2b). B 6onblunHcTBE CNyyaeB
3Hayenna 0CO nnowaam cocrasunu < 5%

1 0CO BpemeH yaepxuBanua < 0,2%.

B tabn. 4 nokasaHo, Yto AnA 60nbLIMHCTBA
coeanHeHuit Hauboree crnoxHana npoba

C BbICOKWUM COAep>XaHUeM maTpuupl Nokasana
XOpoLUuWe cTeneHn ussneyeHus. B ctouHoi
Boze 6binu 06Hapy>XeHbl aHanuTbl B
COOTBETCTBYIOLLMX KOHLEeHTpaumax > 0,1 mkr/n
u gaxe > 1 mkr/n. 0gHako, Kak U 0XXuaanocs,
Ha HEKOTOPble aHanuTbl MOBNMANA MOHHaA
cynpeccua. B 1abn. 4 cteneHn ussnevyeHuna
Huxe 70% BblaeneHbl 3eneHbIM.

3Hauenusa 0CO nnowaam u BpemeH
YAEP>XWUBAHWA ANIA COEAUHEHUN B CTOYHOW Boje
noka3sanu npeBoCcXo/Hy0 BOCNPOU3BOAUMOCTb,
npu atom 0CO nnowasam 06b14HO He
npesbiwano 5%. CpeaHee 3HayeHne 0CO
BpemeH yaepxxueanua coctasuno 0,1%.

Y106bI CHU3UTb BNIMAHWE MATPULIbl, MOXKHO
NPOBECTN [0NONHUTENbHbIE MOAUDIMKALMYU UMK
U3MeHeHMA B METOAUKE XpoMaTorpauyeckoro
pasaeneHuna. Tak)xe BO3MOXHO MOBbICUTb
CTeneHu U3BMNeYeHUA C UCTNONb30BaHUEM
M30TOMHO MapPKMUPOBAHHbIX BHYTPEHHUX
CTaH/apToOB UMM KanubpoBKW BOAO

¢ No06HbIMM XapaKTepucTUkamu. 1ot

cnocob 6bin UCMONb30BaH B HACTOALLEM
McCneA0BaHMN ANA cryyaes, Koraa cTaHAapTbl
QC 6bInu NpUroToBNEHbI B TOM e NUTbLEBOA
BOJE, YTO M KanubpoBouHbie npobbl. CteneHb
U3BMeYeHUs, TOYHOCTb U BOCNPOU3BOAUMOCTb
6bINy NPeBOCXOAHLIMM AMNA BCEX COEANHEHWIA.

Jddpchexr nepeHoca

JdbchekT nepeHoca Npobbl He HabnoAanca ana
60MNbLUMHCTBA COEANHEHWH, 338 UCKIIOYEHUEM
6uconporona, koraa curHan Habnioaanca

B XONOCTbIX Npo6ax nocre aHanuaa npob

C BbICOKOW KOHLeHTpauuei. IdhekT namatu
Aana 6uconponona HaxoAUNCA B AManasoHe
0.02-0,28% otHocuTENbHO NpPO6bI C BLICOKOI
KOHLEHTpauuen.

Tabnuua 4. Peaynbratbl AnA UCXOAHOM U 060ralLIEHHO CTOYHOM BOAbI C BbICOKUM COAepKaHuem MaTpuuibl (npobbl 3a u 3b)

WcxoaHan ctouHan Boga (3a)

3arpasHeHHanA cToyHan BoAa (3b)

Oxuzaemasn PaccuutanHas oco 0co Oxupaemasn PaccuntaHHas oco 0co
KOHLEHTpaUnA KOHUEHTpauua nnowaan 32:;’;::3“”" KOHLEHTpauna KOHUEHTpauua nnowaan :z:pM;::aHm
HasBaHue coeanHeHus (mkr/n) (70-120%)n=4 (%) (mkr/n) (70-120%)n=4 (%)
Besacmbpar 0,0420 76.79 15.41 0,07 0,9420 90,18 2,78 0.07
Kap6amasenun 0,7030 120,00 1,65 0,07 1,6030 102,51 1,52 0,06
KnocgubpuHosaa kucnorta 0,9000 90,33 1,05 0.08
[lnazenam 0,9000 89,66 1,09 0,07
[unknodenak 1,3210 90,51 2,64 0,05 2,2210 87,1 1,99 0.1
N6ynpoden 0,0010 100,00 0,9000 73,54 4,00 0.1
Metonponon 0.8440 75,52 0,65 0,09 1,7440 69,21 0,80 017
Hanpokcen 0,0570 101,23 6.37 0.19 0,9570 87,04 1,88 0,09
MponudeHason 0,9000 99,64 1,81 0,04
Knaputpomuuns 0.1530 64,41 0,58 0.18 1,0530 98,40 1,91 0,08
Nernapatoaputpomuumny  0,0840 60,30 9,45 0,33 0,9840 91,36 2,34 0,12
3pUTpOMMLMH 0,0500 57,10 5,66 013 0,9500 76.70 1,56 0,10
Cynbametokcason 0,2040 86,36 740 0,09 1,040 63,45 5.10 0,09
Tpumetonpum 0,0460 63,62 3.12 012 0,9460 60,38 1,62 0,21
Okcasenam 0,0950 87,32 6.74 0.10 0,9950 102,33 1,62 0.06
Temasenam 0,9000 88,44 1,55 0,05
lemcubposun 0,9000 91,13 1,45 0,10
4-OopmunamuHoantunupus  (,5450 76,02 1,46 0.10 1,4450 70,07 1,27 0,18
Kap6amasenun-10,11 1,1900 45,96 3,24 0.12 2,0900 40,92 2,37 0,11
-anrnapo-10,11-auruapokcu
0,9000 76,77 4,26 0,04

N4-Auetuncynbthamerokcason




BbiBogbi

KoHueHtpauuu 20 chapmaueBTMyeckux
npenapatoB 6bInv U3MEPEHbI B PasfiMyHbIX
npo6ax NpMpoAHbIX BOA C NPUMEHEHUEM
cuctembl BIXKX/MC/MC u onnaiin-TO3. 3m
npo6bl 6bIMM NpoaHanM3upoBaHbl 40 U nocne
no6aBneHua ctaHAapToB hapMaLeBTUYECKUX
npenapaToB ¢ PasnUyHbIMU KOHLIEHTPALMAMM.

[na 6onbWwKHCTBA COEAMHEHMIA ObInK
onpeAeneHbl XOpoLUne 3Ha4yeHUA NMHeRHOCTH
u npeaensl o6Hapyxenua < 0,001 mxr/n.
Bocnpou3soaMMOoCTb M 3HaYeHUA cTeneHu
W3BNEYEHUA NPEeUMYLLECTBEHHO HaX0AUNUCDH
B auanasoHe 70-120% ana pasnuyHbix Npob
NpUPoAHbIX BOA. B NpucyTcTBUM CNOXKHBIX
MatpuLL HeKOTopble COeaNHeHUA NPOABUNK
MHTEpPEPEHLMM, YTO 06bIYHO NPUBOAUNO

K 60nee HU3KMMU CTEMNEHAM U3BMEYeHUA.
MpeanoxeHo ucnonb3oBaHWe U30TOMHO
MapK1pOBaHHbIX BHYTPEHHUX CTaHAAPTOB UMK
AobaBneHue craHgapta.

Haub6onee 3HauntenbHbIMKU NpenMyLLLECTBAMM
cuctembl oHnaH-TOI Agilent 1200 Infinity no
cpaBHEHMI0 ¢ cucteMamu Ana onaiH-TOI
ABNANMCHL Manblii 06bem npobbl (900 mkn),
KOpOTKOe BpeMA NoAroToBKU U GbicTpoe
BbINONHeHWe aHanusa (16 MuHyT), BKNtoYan
aTan npezBapuTeNibHOr0 KOHLEHTPUPOBaHHKA,
3ntoupoBaHue U aeTektupoBaHue. Kaptpuaxu
PLRP-S mMHorokpatHOro ucrnonb3oBaHus
o6naaaloT ANUTENbHbIM CPOKOM CIY>K6bl

1 BbICOKOM HafiexXHoCTbio (06b14HO oT 200

A0 300 unknos oboralleHna) gaxe npu
UCMonb3oBaHWUK NPo6 ¢ TAXENOoN MaTpuLen.
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