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OIITUMHU3AIINA YCJIOBHI MMPOBOIIOTOTOBKH

IIPHU OIIPEJEJEHHUH OBIIETO COTEP:KAHUA MBIIIBAKA
B PBIBE U MOPEIIPOJIYKTAX METOJIOM
ATOMHO-ABCOPBITMOHHOH CIIEKTPOMETPHH

C SJEKTPOTEPMHUYECKOU ATOMHU3AIIUEH
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OnTUMUE3UPOBAHEI YCIOBUA IIPOGOIOATOTOBKY 1 OIIPEIENICHU 00IIIeT0 COTePiKaHu MBIIILAKA B
pBIGE U MOPETIPOAYKTAX METOJOM aTOMHO-abCOPOIMOHHOM CIIEKTPOCKOIINN ¢ 3IeKTPOTepMIde-
cxoli aTroMusanueii. [Ipu ucnonbsoBanmu crangaptHoi npodomoxrororku (I"OCT P 53100) me
yIaeTcs MOTHOCTBIO PA3NOKNUTL OPTAHWYECKOoe COeJUHEHHe MEINbAKA — apceHOOeTauH, 4To
IPUBOAUT K 3aHIGKEHHBIM pesyjbTaTaM aHammsa. IIpenmoskeHa cxema mpoGOIOATOTOBKM M1
olIpefieNleHud OBIET0 MBIITbAKA, BRIIOUAIONIAA J00aBIeHTe KOHIEHTPAPOBAHHON CepHOH Kuc-
JIOTBI AJIS TIOJTHOTO PA3IosKeHIs OPTaHuIecKUx (DOpM MEBIIIBIKA 10 HeopraHwdeckux. [Ipu ato-
MU3AIK IpoOEI BBeACH JOIOTHATEIBHBII 9TAIl CYIIKA ¢ IIaBHBIM HarpeBoM oT 200 o 250 °C B
LEJIAX TOJHOTO YIATIEHUS OCTATKOB CEPHOM KUCIOTHI U3 00heMa BBOLUMOM mpobnl [IpaBunn-
HOCTD IIpeAIaracMoi MeTOIUKH IIpoBepeHa ¢ uenonbzopanueM Merona MCII-MC u npu ananuse
CTaHTAPTHLBIX 06PA3IoB PHIGLI U MOPEIIPOIYKTOB.

KmoueBble ciroBa: 00NNl MBIIIBAK; PbI6a U MOPEIPOAYKTHI, aTOMHO-abCOpOINOHHAA CIIEK-
TPOMETPUS ¢ ATEKTPoTepMuIecKoi atomusaruei (AAC 9TA).
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The conditions for sample preparation and determination of total arsenic in fish and seafoods by atomic
absorption spectroscopy with electrothermal atomization have been optimized. When using a standard
sample preparation procedure (GOST R 53100), a complete decomposition of the organic arsenic com-
pound, arsenobetaine, appeared impossible which leads to underestimated results. A novel sample prepa-
ration procedure for the determination of total arsenic, including the addition of concentrated sulfuric
acid for complete decomposition of the organic forms of arsenic to inorganic ones is proposed. During the
atomization of the sample, an additional stage of drying was introduced with smooth heating from 200 to
250°C, which contributed to a complete removal of sulfuric acid residues from the injected sample volume.
The correctness of the proposed methodology was verified using the ICP-MS method and in the analysis of
reference samples of fish and seafoods.

Keywords: total arsenic; fish and seafoods; atomic absorption spectrometry with electrothermal atomiza-
tion (ETAAS).
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Beenenne

Onpenenenue 06IET0 CONEPIKAHUSA MBINILAKA B
pbife ¥ MOPENPOAYKTAX AOBOJBLHO IPOIOJIMKUTEb-
HOE BpeMH AaBJjagerca HpeI[MeTOM cnopa AJId aHaAJIH-
THKOB ¥ KOHTPOJHMPYIOIIHUX OpraHoB. Hecmorps Ha
HUMeIuecsa HOpMI:I COI[ep?KaHI/IH MBIINTBAKA B pa3-
JIUYHBIX ITHUIEBbIX HpOI[yKTa.X, ero OHpeI[e.TIeHI/Ie
HMMEHHO B PbIfie U MOPEPOLYKTAX BEI3bIBAET MAKCH-
MaJIBHBIE CJIOHOCTH BBUAY HaJIn49ud 60J’II:H_IOI‘0 KO-
JIMYECTBA OPraHWYECKUX (POPM MBIIMIBAKA B DTHUX
00BeKTax.

Mpimeax B MOPENpPOAYKTAX HAXOTUTCA IIpe-
MMYII[ECTBEHHO B BHJE CIEIYIOINIUX COeIHUHEHUM:
apcenarsl AsO3; apcemmrnr AsOF ; moHOMeTHI-
apconosas kmcnora (MMA) CH3AsO%2; am-
merunapemuosas  kucnora (JIMA) (CH,),AsO%;
TPUMETHIAPCHUHOKCHU (TMAO) (CH3);As0;
rpuvermiapconusi-uon (TMA) (CHj),As™; apceno-
xonua (CH;3);AstCH,CH,OH wu apcenoberanu
(CH3);As*CH,COO. IloMmmO 5TOro, IpPUCYTCTBY-
0T apceHocaxapa W apCeHOUINbI, BRIIYAIINe
B ceba TaHIepocyb(oHATHI, TIAUIEPOCYIb(AaThI
u rnunepogocharsl  AUMETHIAPCeHOUIPUOO3UI0B
[1— 3] 1 psAx MUHOPHBIX MBINILAKCOAEPIKAIIINUX THO-
coenmuenuii [4]. Haubonree TOKCHMYHBIME SBIAIOTCA
HeorpaHudeckue (POPMBI MBIITbAKA. B 3aBucuMocTH
oT KoHKperHoro coequaenns LDy, mua As (III) u As
(V) maxomgurca B quamnazone 4 — 20 mr/kr [5]. Terpa-
METHJIAPCOHUN-UOH TAK/Ke IIPOSBISAET 3HAYUTEIH-
HYI0 TOKCHIHOCTE: LDy, = 890 Mr/Kr, yTo npessIa-
er gaHHBIM noxasarens aiaga MMA (1800 mr/kr) m
IMA (2600 mr/er) [1,5]. Beina Taxme morasaHa
rauneporensocts JIMA mns meimen [6]. Tpumeru-
JINPOBAHHBIE COCIUHEHUS IMPAKTHYECKA HE MPOSB-
ngi0T ToKcuaHOCTH, apceHoxoiauH u TMAQO wmenee
roxcuansnl, vem As (III) 8 200 u 300 pas coorser-
CcTBEHHO. TOKCHMYHOCTH HEKOTOPBIX OPTAHHIECKHX
opM MBIIIBAKA ellle He 10 KOHIA U3y4eHa u Tpedy-
€T JOIIOJHUTEIbHBIX UCCIeA0BaHuN [7], 1 x0T mO-
KA3aHO, YTO apCceHOOeTawH, BHOCAIIUN OCHOBHOU
BKJIAJ B COJAEPIKAHUE OPTAHMYIECKUX (POPM MBIIIbS-
ka B poibe, GesBpemen mus genoexa (LDy, >
> 10 000 mr/xr) [1, 5, 8], HaMTMYKe APYTHUX MTOTEHITH-
AIBHO TOKCHYHBIX APCEHOCONEPIKAINX OpraHude-
CKUX COEIMHEHUN HE IM03BOJIAET OIEHUBATH TOKCHY-
HOCTDH [POAYKTA HCKIIYUTEIBHO [0 COAEPIKAHUI0
HEOPraHWYeCKOTO MBIIThIKA.

TpaguiuonHo AJs ONpPEeAeIeHUA MBIIIbAKA B
MUIEBLIX MPOAYKTAX HCIIOIb3YIOT METOJ aATOMHO-
a6CcOPOLIMOHHON CIIEKTPOMETPHH C BIEKTPOTepMUde-
crout aromumsarueit (AAC 9TA) [1, 9]. IIpo6omoxaro-
TOBKY OCYIIIECTBJISIOT C UCIIOJIb30BAHUEM MUKDPOBOJI-
HOBOTO PA3JI0KEHUA B A30THON KUCIOTE WU €€ CMe-
CH C IEPOKCHUAOM BOAOPOZA, HO HTO HE II03BOJISAET
MMOJIHOCTBIO PA3JIOKHUTh APCEHOGETANH: O0CTATOYHBINA
apceHofeTavH IOKUAAET IPA(PUTOBYI0 KIOBETY HA
Jrare O30JE€HHSA [0 MOMEHTA NeTeKTHPOBAHUS CHT-

HAJI4, YTO [PUBOAUT K 3AHMIKEHHBLIM Pe3yibTarTaM
oIpe/ieJieHUs MBIIILAKA 10 CPABHEHUIO C IIOJIy4eH-
HBIMHM METOJ0M MACC-CIIEKTPOMETPUHU C HHIYKTUB-
Ho-cBazanmou 1asmon (MCII-MC) [9]. Merox
HCII-MC numien maHHOrO HEIOCTATKA BBUILY Ype3-
BBIYAMHO BBICOKOM TEMIIePATYPBI IIa3MblL, 4TO 0bec-
[IEYUBAET PA3JIOKEHUE OCTATOYHBIX OPraHUYECKUX
COeIMHEHUU HEIIOCPEJCTBEHHO B XOJ€ AHAIN3a,
OHAKO BBICOKAH CTOMMOCTEL OGOPYZOBAHWS W pac-
XO[HBIX MATEPUAJIOB K HEMY OIDAHUYUBAET IIpUMe-
HEHMe STOTO MEeTO/a BO MHOTHX JiabopaTopusx.

B mensax mocrmimenws mMONHOTO PA3IOKEHUS HC-
ciexyemMoro o6pasna HpUMeHsJIA PA3IudHbIe CII0CO-
651 mpoborogrorosku. Panee 6puro morazaxo, 4TO
HCIIOJIb30BAHKE §0J16€ JKEeCTKHUX YCIOBUH, TAKUX KAK
MUEKPOBOJIHOBOE PA3JIOKEHHE B CMeCH KUCIOT (a30T-
HOH, CePHOU W XJIOPHOH) HJIM MOKPOE€ 030JIeHUe I0-
cyxa B My(heJIbHOH I1€9H B XJIOPHOU KHCIOTE, [I03BO-
JIAET PA3IOKUTh APCEHOOETAWH U IOIYYHUTH SOCTO-
BEepHbLIE Pe3yIbTaThl ATOMHO-a6COPOIIUMOHHOTO OIIpe-
JIeJIEHUS MBIIIBAKA € IIPUMEHEHUEeM DJIeKTPOTePMHU-
YecKOU aroMusaliuu U reHeparuu ruapuzos [10].
HcnonnzoBanue ximopHO# KuciaoTel B pabore cpasa-
HO C BBICOKMMHU PHUCKAMH, YTO OTPAHUYUBAET €€ IIIH-
poxoe npumenenwue. Asropsl pa6or [11, 12] ucmons-
30BAIH I MHUKDOBOJHOBOTO PA3JIOMKEHHI CMECh
A30THOM U CEPHOU KHUCJIOT U IIOKA3AJIH, YTO JAHHBIN
crrocob Takke 00ecHedrBaeT IMOJIHOE PA3JIOMKEHUe
apcenoberamna B obpasme. Oxmaxo B pabore [11]
IUIST OTIPEeIeHUs MBIIIbAKCOMEPIKAIINX KOMIIOHEH-
TOB TIPUMEHSIN JOBOJBHO CIIOMHBIA KOMOHHHPO-
BAHHBIA METOJ — BBICOKO3(D(PEKTUBHYIO KHUIKOCT-
HYIO XpoMaTorpaguio ¢ yabTpadyuoiIeToBLIM PA3io-
JEEHUeM K ATOMHO-(DIIyOPECIeHTHOM CIIEKTPOMETPH-
eii ¢ remeparued ruapuaos (BAKX-(YP)-ITTADC),
a ucronb3yemasi B pabore [12] remmeparypHas mpo-
rpaMMa MpPWBOIWIA K HEIOJHOMY BBICYIITHBAHUIO
BBEJIEHHOH B rpa(uTOBYI0 KIOBETy LpPOOBI M, KaK
cJeCTBYE, TUIOXOM BOCIIPOM3BOAUMOCTH Pe3y/IbTa-
TOB AHAJIHU3A.

ITenp gammow paboThl — ONTHMU3AIUA YCIOBHE
pOOOIIOATOTOBKY U aHAIM3A [IPU OLpeAeeHun 06-
L[ET0 COAEPIKAHUSA MBIIILIKA B PhI0e U MOPEIIPOLYK-
rax merogom AAC OTA wm coxparenwe BIASHHA
axTopoB, CHHIKAIIIUX [OCTOBEPHOCTH IIOJLydae-
MBIX JIAHHBIX.

IKCIEPUMEHTATHHAA YACTH

Annapamypa. B pabore uCIONB30BAIH ATOM-
HO-26COPOLMOHHBIN CIIEKTPOMETD C BIEKTPOTEePMHU-
YECKOU ATOMU3AIued W 3€eMaHOBCKOM KOPPEKIHUeN
dora AA280Z (Varian, Ascrpanus), TaMILy ¢ TIOIBIM
raromom (193,7 um) (Agilent, CIIIA), rpadurossie
KIOBETHI € MHPOIUTHYECKUM HOKpeiTHeMm (Varian,
ABcrpanua) u MAacc-CIEKTPOMETDP € HHAYKTHBHO-
ceazanaou miasmon Agilent 7900 (Agilent, CIITA).
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IIpo6onoaTroTOBRY OCYIIECTBIAIN [PU IIOMOLIHU
cucreM MUKPOBOMHOBOro pasioxenus Milestone
Ultraclave wu Milestone FEthosUp (Milestone,
Wranua) ¢ pabouen mowmnocrso 1200 u 1900 Br
COOTBETCTBEHHO,

IIpuvensnu ananurudeckwe Becwl Discovery
214C mepBOro Kiacca TOYHOCTH C IPENEeIoM B3Be-
muBauwus 0,1 mr (Ohaus Corporation, CIIIA), cucre-
my neperonku gucior SVT-1000 (Savillex, CIIIA),
OJHOKAHAJIbHBIE MEXaAHUIECKHE H03aTOPEI IIeDEMeH-
Horo o6wema Proline Biohit 10— 100 mxn, 100 -
1000 mxa, 1000 — 5000 mxn (Biohit, ®urnaumus),
[OJIUIIPOIIMJIEHOBEIE IPOOUPKH eMKOCTei0 50 u
15 vt (Corning, CIITA).

Peaxmuswvt. Vicionbn3oBaiu craHiapTHBIE pac-
TBOPBI MBINIbAKA u 30imoTa (1 mr/mir), BHCMYTA,
WHAWA, JWATHA, CKaHAus, Tepbus w wurrpus (1o
10 mEr/ma) (Inorganic Ventures, CIITA), a rarxe
NAJLIAJAEBbId U MATHUEBLIA MATPAYHBIE MOAUpU-
KATOPBI € KOHIEHTPAI[MEH HUTpATA HAIAANA WU
murpara marams 10 mr/man (Merck, Tepmanus),
azotHy0 Kuciory 65 % Suprapur (Merck, I'epma-
Hus), cepHyio Ruciaory x4 (Xumpeaxrus, Poccus).
Pa6oume crammaprHbIe pacTBOPBI TOTOBWIH IIOCTIE-
JOBATEIbHBIM Pa3baBIeHUEM HCXOAHBIX JACHOHU3H-
poBaunoii Bogou (me memee 18 MOwm - cm, OCT
11029.003-80). /lis mpoBEPKH NPABUIBHOCTHA pe-
3yJIbTATOB OIMPENEIEHHUA MBIIIbAKA AHATU3UPOBAIA
craHaapTHbie 06pasibl COCTABA TKAHEH YCTPHIIBI
SRM 1566b (NIST, CIIA), mpimnredsHol TEAHU PBIG
ERMBB-422 (Sigma-Aldrich, CIITA) u neyenu axy-
ae1 DOLT-2 (NRCC, Kanana).

Ipobonodzomosra. O6pasusl peib6 ¥ MoOpenpo-
IYKTOB OBbUIM Pas3ieiaHbl, OYUIIEHBI 0T KOCTEH U To-
morenusuposannl. Hasecku maccoi 0,400 — 0,500 r
MOMEIIATN B COCYIbI JJIS PA3I0KeHud, no6aBisin
2,3 MJI KOHIIEHTPUPOBAHHOM A30THOM KHCJIOTHI (CII0-
co6 I) mum 1,5 Mn KOHIEHTPUPOBAHHOM A30THOU
RUCIOTHI, 1 MJI KOHIIEHTPHPOBAHHOU CEPHOU KHC-
JIOTBI ¥ 5,5 MJI AerOHM30BaHHOU Boabl (cmoco6 II).
Cocynnl 3aKpPHIBAIN U IOMEIAIN B MUKPOBOJHOBYIO

neyb. KHUCIOTHYI MHHEPAIU3AIUI0 IPOBOAMIHN IO
CIIeAYIOIIEN IIPOTPaAMME:

1-a cragus — 5 mun Harpes xo 115 °C, ymzepsxa-
HUE 2 MUH;

2-1 crapgmsa — 10 mun mHarpes go 200° C, yzep-
sxkanue 10 muH;

3-a cragua — oxnaxnenue 1o 50 °C.

Pacreopennyo mnpofy nepeHocwnim B I10JIH-
[POLIJIEHOBYIO HPOBUPKY eMKocTho0 50 My, CTeHKU
COCyAa [IJIi PA3IOMKEHHH IBAXKALI I[IPOMBIBAIU
JEMOHU30BAHHOU BOAOU, IIEPEHOCH CIHUB B LPOoGup-
Ky. B npo6s1, upurorosiennsie crocobom I, nobas-
msmu 100 MK pacrBopa BHYTPEHHEro CraHgapTra
(BUCMYT, MHAWU, JTUTHH, CKAHIUN, TEPOUU U UTTPUI
o 10 mxr/vun) u 10 mxa pacreBopa 3ommora (1 mr/mo).
HoBommimm o6bem pacTBopoB Bomou g0 50 mur. Ila-
PAIeNIbHO HPOBOAWINA MUHEPAIH3ANUN XOJI0CTOU
po6LL.

Haunupre npobsr, npurorosiendsie crocobom I,
WCIIONIB30BAIU I OLIEHKH OOIIero CoxepsKaHwus
vpimbska Meromamu HICII-MC [13] u AAC OTA
[14], a mpuroToeienHsie cmocobom II — wmeromom
T AAC. Auanuz merogom AAC 9TA nposopwiu B
CIIeYIOIINX yCIOBHAX (II0 CpaBHEHHIO ¢ PaboTou
[14] 6b1TH M3MEHEHBI YCIOBUS CYIITKH, THAPOJIU3A U
ATOMHA3ALAN);

JIuHA BOMHBL. . . . . . . . v v o 193,7 um
O6BeM MHMKEKITHHT . . . . . . .« o o v o o v v 20 Mxx
O6vem Mg-Pd mogudpuraropa . . . . . . . . .. 10 mxn
CKOpOCTB TIOZAYH apTOHA . . . . . . . . . . . 0,3 m/muu
Koppexrmua doma . . . . Ha ocuose sadppexra Seemana
Cymga 1, 110°C. . . . . . Harpes 2 ¢, ynepxanue 20 ¢
Cymka 2, 200-250°C . .. ... ... .. Harpes 20 ¢
ITuponus, 1200°C . . . . . Harpes 5 ¢, yaep:xanue 15 ¢
Aromumsanus, 2600 °C. . . Harpes 0,8 ¢, yaep:xanue 2 ¢
Oumerka, 2800°C. . . . . . Harpes 1 ¢, ynepxanne 1 ¢

O6cy:kaeHne pe3yabLTATOB

B ra6n. 1 upencrasnens: pesyabraTsl onpeaeie-
HUS MBIIIbAKA, IIOJIYYEHHBIE C WHCIOIb30BAHUEM

Tpex pasubix meronuk: MCII-MC [13], AAC 9TA

Tab6auma 1. PesymbraTe! onpegenenus o0IIero cogep:xaHusa MBIIbAKA (MI/KT) B pbIfe ¥ MOPEIPOAYKTAX

Table 1. The results of the total arsenic determination in fish and seafoods

O6paser UCII-MC (n = 10; P = 0,95) AAC 9TA, cnoco6 I (n = 10; P = 0,95) AAC 9TA, cioco6 II (n = 8; P = 0,95)
3ybaTka 45+ 0,1 3,6 +0,2(-21,8 %)* 4,7+ 0,2 (+5,3 %)
8,9 +0,3 7,1 £ 0,4 (-20,6 %) 9,3 0,6 (+4,3 %)
46 = 1 36 = 2 (-22,2 %) 46 = 2 (+0,4 %)
ITanTyc 3,60 = 0,04 1,2 = 0,1(-65,2 %) 36 02 (+14%)
112 + 2 51 = 3 (-54,5 %) 108 + 3 (-3,8 %)
229 = 6 84 + 6 (-63,3 %) 219 + 8 (4,8 %)
Kpat6 11,6 = 0,1 10,1 = 0,3 (-12,7 %) 12,0 = 0,6 (+3,7 %)
Kpeserxu 138 =2 89 = 5 (-35,7 %) 139 =9 (+0,6 %)

* B cro0kax IMpuBefeHa PA3HUIA COAeP/KAHNM, IOMyIeHHBIX fauusM MeTogoM u UCIT-MC.
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[14] (croco6 1) m AAC 9TA ¢ moguduruporanuon
upoborrogrorosroi (crrocob 1I). Kar Bunxo us upen-
CTABJIEHHBIX AAHHBIX, COJEPKAHNE MbIIIbIKA, [T0LY-
gennoe metogom AAC 9TA ¢ rpaguruonHoM mpo6o-
[OJTOTOBKOH, 3HAYUTEIBHO HUKE, YeM IIPU UCIIOJb-
sosapuu MCII-MC: pasHmiia B NOKA3aHUAX A
[IpeACTaBIeHHLIX 00pasuoB cocraBuia or 12 1o
65 %.

Hauubii sgphert 06bACHASTCA IPUCYTCTBUEM B
o6pasmax peIOLI U MOPEIPOLYKTOB OPIaHUIECKHX
dopM MBINIBAKA, 4 UMEHHO — apceHoberanHa u ux
HEIOJHBIM PA3JIOKEHHUEM IIPY UCIIOIb30BAHUH TOJb-
KO a30THOU KHCJIOTHI I MUHEPAIH3ANUN TAKOTO
poxa mpo6 (crroco6 I). Tarkum o6pasom, B mcciaemy-
emMoM 06pasie [ake MMOCie MPOBeIeHud mpobomos-
TOTOBKH IPUCYTCTBYET CMECh PpA3IUYHBIX (hopM
meinbiaga. [1pu uconszosanuu JT AAC [14] opra-
HUYECKHe KOMIIOHEHTBI YAANAITCH U3 IpaguToBoi

Ta6aunma 2. Pesynbrarbl OEHKH TOYHOCTH Pe3yIbTATOB
OTIpeeNe s MBIIIBAKA B PEIOe ¥ MOPEIPOAYKTAX METOJAMYU
HUCII-MC u AAC 3TA (¢, = 4,5)

Table 2. Evaluation of the accuracy of the results of arsenic
determination in fish and seafoods using ICP-MS and ETA-
AS (fp0 = 4.5)

Tabix

Hatineno metomom Cpennee
O6pasery UCII-MC/AAC B3BeMIeHHOE bosiasi
ATA, mr/xr IBYX AUCOEpPCHH

3ybaTra 4,5/4,7 0,229 2,138
8,9/9,3 0,661 1,229
46/46 1,684 0,226
ITanTyc 3,6/3,6 0,177 0,647
112/108 3,789 2,370
229/218 12,54 1,844
Kpab 11,6/12,0 0,557 1,623
Kpeserxu 138/138 7,260 0,251

KIOBETEL €II[@ HA DTAIE 030JIeHHUA, 9TO, BEPOATHO, U
[PUBOAUT K 3AHICKEHUIO QHAIMTUIECKOT0 CUTHAJA.
Meron, UCII-MC nuimen paHHOTO HemocTarka: 3a
CYeT BBICOKOM TeMIIepaTyphl IIA3MbI M OTCYTCTBHSA
[IPOMEIKYTOYHBIX craxui (1o cpaBHenuo ¢ T AAC)
CMeCh IOJIHOCTHIO PA3JIATAeTCH U HOHU3UPYETCH YIKe
HEIIOCPeACTBEHHO B xofe ananusa. JlobaBra cepHOU
KHCIOTHI HA drame mnpobomoaroroBku (cmocob 1)
CII0COOCTBYET HOJIHOMY PA3JIOMKEHUI OPraHUIEeCKUX
dopm MpIBAKA K0 Heopranmdeckux [12], 6xaroxa-
P 94eMy COKPAIIATCA IOTEPU AHAIUTA U3 rpadu-
TOBOM KIOBETHI HA HTANAX, [PEALIECTBYIOIINUX ATO-
MU3ALIHH.

H3-3a Toro, uro ycnoBus vMuHepanusanuu 6buiu
n3MeHeHb! (1o0aBiieH KOMIIOHEHT ¢ 6ojee BLICOKOU
TEMIIEPATYPOU KWIIEHUA), OLLIN BHECEHBI H3MEHe-
Hus B TeMmueparypuyo uporpavmy miag AAC O9TA.
JOmOMHUTENBHBIA TAl CYIUKK C IUIABHBIM HArpe-
BoM ot 200 mo 250 °C crmoco6eTByeT mOTHOMY yaaie-
HHIO OCTATKOB CEPHOU KHUCJIOTHI M3 0fbema BBOAU-
mo¥ 1mpober. OTCyTCTBHE STOTO STarta IPUBOIUT K
YXYALIEHUIO METPOJIOTHYECKUX XAPAKTEPUCTUK Me-
TONVKU U COKDAILIEHHUIO KOJMIecTBA pabodmx IukK-
s10B rpadurosoi KooBeTsl. Kar Buxno us tabi. 1, mo-
JIy9€HHBIE PE3YJILTATEI OLPEEIeHU MBIIIbAKA IIPU
KCIIOJIb30BAHUYN MOIU(PUIMPOBAHHON HPOBOIIOATO-
TOBKH TOPA3J0 Jydile KOPPeJHUpPYIT ¢ pesyabTara-
mu, mosyaenuabivu merogom VICII-MC, mo cpasue-
HUIO C TPAAMIIMOHHOMN ITPO6OIIOATOTOBKOM.

1 OLEeHKH CTATHCTUYECKOHM 3HAYUMOCTH TOY-
HOCTH Pe3yJbTATOB AHAIW3A, [OJLYyIeHHBIX IBYMSI
pasmuaabivu Merogamu (MCIT-MC u AAC 9TA),
ucronab3oBanu t-pacupenenenune [15]. Kak ciemyer
u3 tabi. 2, pe3yiabTATHL AHAIU3A ABIAITCA DABHO-
TOYHBIMH — £, HE [IPEBLIMACT £\

B rabn. 3 upexcraBnensr pesyiabraThl aHAIH3A
HECKOJIbKUX CTAHJAPTHBLIX 06pa3lioB, H3rOTOBIEH-
HBIX U3 PBI0 U MOpenposyKRToB. JlaHHbIE TOKA3HIBA-

Tabauma 3. PesyabraTsl onpegeneHus 00IIero CoTepKaHusa MbIIIbLIKA B CePTUQUIINPOBAHHLIX CTAHIAPTHRIX 00pasiax

Table 3. The results of total arsenic determination in certified reference materials

Haiineno, Mr/xr

O ArrecroBannoe
p A ——— KICII-MC [13] AAC BTA [14] AAC BTA (ermoco6 II)
(n=6;P =095 (n=4,P =095 (n=8;P=10,95
Oyster tissue NIST® SRM® 1566b 7,7+0,7 7,8 +0,1 5+1 79+ 0,3
Fish muscle NIST® ERM® ERMBB422 12,7 = 0,7 — — 13,3 £ 0,6
NRCC® Dogfish Liver DOLT-2 16+1 — — 159 £ 0,8

Ta6auma 4. MeTpomoruieckye XapakTepUCTUKY IPEACTABIEHHON METOAUKY

Table 4. The metrological characteristics of the developed technique

Ilpenen obnapy:xenna, MK/

IIpenen onpenememnus, MET/T

1,3

3,9

Jnanason nsmMepenwii, Mr/Kr IIpenen nosTopaemocty, %

IIpenen Bocupomssogumoctu, % I'panuie! abconoTHON norpemHocTd, %

Or0,4 20

25 30
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0T BBICOKYIO CTEIIEHb KOPPEeIALNU PE3yIbTATOB, I10-
JIy4@HHBIX C HUCIOIb30BAHKEM MOAU(DUIINPOBAHHOM
po6OIIOATOTOBKY, ¢ ATTECTOBAHHLIMU 3HAYEHUIMU
COJEePKAHNA MBIIIBAKA.

B rafn. 4 unpencraBieHnl MeETPOIOTHYECKHE
XapaKTePUCTUKHU AaHHOU Meromuku. llpememnnr 06-
HAPYKEHUA U OLPENeIeHNs PACCIUTAHLI B COOTBET-
crBuH ¢ peromenpanuamu [16] (rosddunment qys-
CTBHUTEILHOCTH OLPEIENIeH 10 CTAHAAPTHOMY OTKJIO-
HEHUIO 1A xoyocToi 1pobsr). IIpemens: mosrops-
€MOCTH, BOCIIPOM3BOAMMOCTH U IPAHHUIIEI a6COII0T-
HOU IOTPEIIHOCTH OIPENEIeHBI B COOTBETCTBUHU CO
crangaprom [17].

3araoYeHne

Pazpaborana merommka onpexmenenus o61iero
COZIEPIKAHUA MBINILAKA B PBIOE M MOPEIPOLyKTax
merogom AAC IOTA. Jlob6aBieHue cepHOM KHUCIOTHI
IIpY MUKPOBOJIHOBOM PAa3IOKeHUH IMPo6hI M BBEE-
HUe 3Tala CYIIKU ¢ [aBHbIM HarpesoMm oT 200 no
250 °C B TemMIiepaTypHYO IPOrpaMMY AHAIKN3A LIPHU-
BOJAT K IIOJHOMY PAa3JI0KEHUI0 OPTAHUIECKHUX (POpM
MBIIIbAKA, YAATEHUID OCTATKOB CEPHOM KHCIOTHI
W3 BBOAUMOM IPOOLI M MOIYIEHHUIO 00jie€ TOYHBIX
Pe3yJIbTATOB AHAIM3A 0 CPABHEHHIO C CYIIECTBYIO-
mumu crocobavu. Ilpenensr obuapyxenus u ompe-
penenns cocrasuian 1,3 m 3,9 MKI/JI COOTBETCTBEH-
Ho. [Ipemensbl MOBTOPAEMOCTH, BOCIPOU3BOAUMOCTH
¥ TPAHMIBI A6COIOTHOM MOTPEITHOCTH IS OIlpese-
JIIEMBIX COJEPIKAHUU MBIIbAKA cocrasmiu 20, 25
30 % cooTBEeTCTBEHHO.

JIUTEPATYPA

1. Muioz O., Vélez D., Montoro R. Optimization of the solubili-
zation, extraction and determination of inorganic arsenic [As
(III) + As (V)] in seafood products by acid digestion, solvent ext-
raction and hydride generation atomic absorption spectrometry /
Analyst. 1999. Vol. 124. P 601 - 607.

DOI: 10.1039/A809426H

2. Hussain M. M., Wang J., Bibi L., et al. Arsenic speciation and
biotransformation pathways in the aquatic ecosystem: The signi-
ficance of algae / J. Hazard. Mater. 2021. Vol. 403. 124027. DOI:
10.1016/j.jhazmat.2020.124027

3. Chavez-Capilla T. The need to unravel arsenolipid transforma-
tions in humans / DNA Cell Biol. 202. Vol. 41. N 1. P. 64 — 70.
DOI: 10.1089/dna.2021.0476

4. Sun Y., Liu G., Cai Y. Thiolated arsenicals in arsenic metabo-
lism: Occurrence, formation, and biological implications / J.
Environ. Sci. 2016. Vol. 49. P 59 - 73.

DOI: 10.1016/j.jes.2016.08.016

5. Kapp R. W. Arsenic: Properties and Determination / Encyclope-
dia of Food and Health. 2016. P 249 — 255.

DOI: 10.1016/b978-0-12-384947-2.00042-8

6. Yamamoto S., Konishi Y., Murai T, et al. Enhancing effects
of an organic arsenic compound, dimethylarsinic acid (cacodylic
acid), in a multi-organ carcinogenesis bioassay / Appl. Organo-
met. Chem. 1994. Vol. 8. P 197 - 199.

DOI: 10.1002/a0¢.590080307

7. Taylor A., Catchpole A., Day M. P, et al. Atomic spectromet-
ry update: review of advances in the analysis of clinical and biolo-
gical materials, foods and beverages / J. Anal. At. Spectrom.
2020. Vol. 35. N 3. P 426 — 454.

DOI: 10.1039/D0JA90005B

8. Olmedo P, Pla A., Hernandez A. F,, et al. Validation of a
method to quantify chromium, cadmium, manganese, nickel
and lead in human whole blood, urine, saliva and hair samples
by electrothermal atomic absorption spectrometry / Anal.
Chim. Acta. 2010. Vol. 659. N 1 - 2. P 60 - 67.

DOI: 10.1016/j.aca.2009.11.056

9. Zmozinski A. V,, Llorente-Mirandes T., Damin I. C. F, et
al. Direct solid sample analysis with graphite furnace atomic
absorption spectrometry — A fast and reliable screening proce-
dure for the determination of inorganic arsenic n fish and sea-
food / Talanta. 2014. Vol. 134. P 234 — 241.

DOI: 10.1016/j.talanta.2014.11.009

10. Narukawa T., Kuroiwa T., Inagaki K., et al. Decomposition
of organoarsenic compounds for total arsenic determination in
marine organisms by the hydride generation technique / Appl.
Organomet. Chem. 2005. Vol. 19. N 2. P 239 — 245.

DOLI: 10.1002/a0¢.693

11. Qlejkovec Z., van Elteren J. T., Woroniecka U. D. Underes-
timation of the total arsenic concentration by hydride genera-
tion techniques as a consequence of the incomplete mineraliza-
tion of arsenobetaine in acid digestion procedures / Anal. Chim.
Acta. 2001. Vol. 443. P 277 — 282.

DOI: 10.1016/s0003-2670(01)01223-5

12. Curros-Gontad B., Barciela-Alonso M. C., Bujan-Vil-
lar M. D,, et al. Study of a microwave digestion method for to-
tal arsenic determination in marine mussels by electrothermal
atomic absorption spectrometry: application to samples from
the Ria de Arousa / Eur. Food Res. Technol. 2008. Vol. 227. N 4.
P 1165 - 1172. DOI: 10.1007/s00217-008-0832-z

13. I'OCT 34141-2017. IlponyKTs! OUIIEBBIE, KOPMA, TPOXOBOIBCT-
BeHHoe chipbe. Qupenenenne MbIIIbAKA, KAJMHASA, PTYTH U CBHH-
Oa METONOM MACC-CIeKTPOMETPUH C HH/YKTHBHO-CBASAHHOM
nnasmoit. — M.: Cramaapruadgopm, 2018. — 12 c.

14. TOCT P 53101-2008. Cpencrsa IeKapCTBEHHBIE IJIA KHBOT-
HBIX, KOpMa, KOpMOBble noGasku. Oupesenenne MaccoBoi 101u
MBIIIBAKA METOAOM ATOMHO-aGCOPGIIMOHHON CIEKTPOMETPHH. —
M.: Crangapruudopm, 2010. — 8 c.

15. Yapeixkor A. K. Maremartwueckas o6paboTka pesyabTATOB
XUMHYECKOTO aHanmsa: yd. mocobme jia By30B. — JI.: Xumwus,
1984. — 168 c.

16. O®C.1.1.0012.15. Bamunanua anamutuueckux meronus. [ocy-
napersennan gapmarones Poccutickoit ®enepanmm. XIII, T. L
C. 222 - 234.

17. TOCT P 50.2.060-2008. T'ocynapcreennas cucrema obecrie-
YeHWA eJWHCTBA W3Mepenuil. Buempenue craHIapTH30BAHHBIX
METO/IUK KOMHIEeCTBEHHOT0 XUMHYECKOTO aHATH3a B 1ab0paro-
pun. — M.: Crasgapruadopm, 2009. — 12 ¢.

REFERENCES

1. Muiioz O., Vélez D., Montoro R. Optimization of the
solubilization, extraction and determination of inorganic ar-
senic [As (III) + As (V)] in seafood products by acid digestion,
solvent extraction and hydride generation atomic absorption
spectrometry / Analyst. 1999. Vol. 124. P 601 - 607.

DOI: 10.1039/A809426H

2. Hussain M. M., Wang J., Bibi I, et al. Arsenic speciation and
biotransformation pathways in the aquatic ecosystem: The sig-
nificance of algae / J. Hazard. Mater. 2021. Vol. 403. 124027.
DOL: 10.1016/j.jhazmat.2020.124027

3. Chavez-Capilla T. The need to unravel arsenolipid transfor-
mations in humans / DNA Cell Biol. 202. Vol. 41. N 1. P. 64 - 70.
DOI: 10.1089/dna.2021.0476

4. Sun Y., Liu G., Cai Y. Thiolated arsenicals in arsenic metabo-
lism: Occurrence, formation, and biological implications / J.
Environ. Sci. 2016. Vol. 49. P 59 - 73.

DOI: 10.1016/j.jes.2016.08.016

5. Kapp R. W. Arsenic: Properties and Determination / Encyclo-
pedia of Food and Health. 2016. P. 249 — 255.

DOI: 10.1016/b978-0-12-384947-2.00042-8

6. Yamamoto S., Konishi Y., Murai T., et al. Enhancing effects
of an organic arsenic compound, dimethylarsinic acid (cacodylic
acid), in a multi-organ carcinogenesis bioassay / Appl. Organo-



10

«3aBoackasa maGoparopuna. [luarnocruxka marepuanos». 2023, Tom 89. Ne 1

10.

11.

met. Chem. 1994. Vol. 8. P 197 - 199.
DOI: 10.1002/a0¢.590080307

. Taylor A., Catchpole A., Day M. P, et al. Atomic spectrome-

try update: review of advances in the analysis of clinical and bi-
ological materials, foods and beverages / J. Anal. At. Spectrom.
2020. Vol. 35. N 3. P 426 — 454. DOI: 10.1039/D0JA90005B

. Olmedo P, Pla A., Hernandez A. F, et al. Validation of a

method to quantify chromium, cadmium, manganese, nickel
and lead in human whole blood, urine, saliva and hair samples
by electrothermal atomic absorption spectrometry / Anal.
Chim. Acta. 2010. Vol. 659. N 1 - 2. P 60 — 67.

DOI: 10.1016/j.aca.2009.11.056

. Zmozinski A. V, Llorente-Mirandes T., Damin I. C. F,, et

al. Direct solid sample analysis with graphite furnace atomic
absorption spectrometry — A fast and reliable screening proce-
dure for the determination of inorganic arsenic n fish and sea-
food / Talanta. 2014. Vol. 134. P 234 — 241.

DOI: 10.1016/j.talanta.2014.11.009

Narukawa T., Kuroiwa T., Inagaki K., et al. Decomposition
of organoarsenic compounds for total arsenic determination in
marine organisms by the hydride generation technique / Appl.
Organomet. Chem. 2005. Vol. 19. N 2. P 239 — 245.

DOI: 10.1002/a0c.693

Slejkovec Z., van Elteren J. T., Woroniecka U. D. Underes-
timation of the total arsenic concentration by hydride genera-
tion techniques as a consequence of the incomplete mineraliza-

12.

13.

14.

15.

16.

17.

tion of arsenobetaine in acid digestion procedures / Anal. Chim.
Acta. 2001. Vol. 443. P 277 — 282.

DOI: 10.1016/s0003-2670(01)01223-5

Curros-Gontad B., Barciela-Alonso M. C., Bujan-Vil-
lar M. D,, et al. Study of a microwave digestion method for to-
tal arsenic determination in marine mussels by electrothermal
atomic absorption spectrometry: application to samples from
the Ria de Arousa / Eur. Food Res. Technol. 2008. Vol. 227. N 4.
P 1165 - 1172. DOI: 10.1007/s00217-008-0832-z

GOST 34141-2017. Food products, feed, food raw. Determina-
tion of arsenic, cadmium, mercury and lead by the method of in-
ductively coupled plasma-mass spectrometry. — Moscow:
Standartinform, 2018. — 12 p. [in Russian].

GOST R 53101-2008. Medical remedies for veterinary use, feed
and feed additives. Detection of mass fraction of arsenic by
atomic absorption spectrometric method. — Moscow: Standart-
inform, 2010. — 8 p. [in Russian].

Charykov A. K. Mathematical processing of chemical analysis
results. — St. Petersburg: Khimiya, 1984. — 168 p. [in Rus-
sian].

OFS.1.1.0012. 15. Validation of analytical methods. Russia
State Pharmacopoeia XIII. Vol. L. P. 222 - 234 [in Russian].
GOST R 50.2.060-2008. Implementation of standardized meth-
ods for quantitative chemical analysis in the laboratory. — Mos-
cow: Standartinform, 2009. — 12 p. [in Russian].



