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COMMISSION REGULATION (EU) No 589/2014
of 2 June 2014
laying down methods of sampling and analysis for the control of levels of dioxins, dioxin-like
PCBs and non-dioxin-like PCBs in certain foodstuffs and repealing Regulation (EU) No 252/2012

flgili AB Mevzuatinin Adi, Sayisi ve Tarihi*

(Varsa degisiklik metinlerinin referanslari)

Tlgili AB Mevzuati Hikmii

Taslak Metindeki hikim

Amagc ve kapsam
MADDE 1 - (1) Bu Tebligin amaci; belirli gidalarda bulunan
dioksinler (PCDD ve PCDF), dioksin benzeri poliklorlu bifeniller
(PCB) ve dioksin benzeri olmayan PCB’lerin seviyesinin resmi
kontrolii i¢in gidalardan numune alma, numune hazirlama ve analiz
metodu kriterlerini duizenlemektir.

Dayanak
MADDE 2 — (1) Bu Teblig, 29/12/2011 tarihli ve 28157 3’iincii
mikerrer sayili Resmi Gazete’de yayinlanan Tiirk Gida Kodeksi
Yonetmeligine dayanilarak hazirlanmistir.

Article 1

For the purposes of this Regulation, the definitions and abbreviations set
out in Annex | shall apply.

ANNEX | DEFINITIONS AND ABBREVIATIONS I.DEFINITIONS
Further to these definitions, the following definitions shall apply for the
purposes of this Regulation:

1.12. ‘Sublot’ means designated part of a large lot in order to apply the

Tanimlar
MADDE 3 — (1) Bu Teblig’de gegen;
a) Alt parti: Numune alma metodunu uygulamak amaciyla biiytik bir
partiden fiziksel olarak ayrilmis ve tanimlanmis kisma,




sampling method on that designated part. Each sublot must be physically
separated and identifiable.

1.10.‘Medium-bound’ means the concept which requires using half of the
limit of quantification calculating the contribution of each non-quantified
congener.

b) Alt-sinir: Miktar1 belirlenmemis olan her bir tiirdes bilesenin katkis1
icin sifir degerinin kullanilmasini gerektiren durumu,

¢) Bakanlik: Gida, Tarim ve Hayvancilik Bakanligini,

¢) Belirli gidalar: 29.12.2011 tarihli 28157 3’tincii miikerrer sayili
Resmi Gazete’de yaymlanan TGK- Bulasanlar Yonetmeligi eklerinden
dioksinler ve PCB’ler i¢in limit belirlenen gidalari,

1.13. ‘Incremental sample’ means a quantity of material taken from a
single place in the lot or sublot.

d) Birincil (Inkremental) numune: Parti veya alt partinin tek bir
yerinden alinan bir miktar materyali,

1.4. ‘Bioanalytical methods’ means methods based on the use of biological
principles like cell-based assays, receptor- assays or immunoassays. They
do not give results at the congener level but merely an indication ® of the
TEQ level, expressed in Bioanalytical Equivalents (BEQ) to acknowledge
the fact that not all compounds present in a sample extract that produce a
response in the test may obey all requirements of the TEQ-principle.

@Bjoanalytical methods are not specific to those congeners included in the
TEF-scheme. Other structurally related AhR-active compounds may be
present in the sample extract which contribute to the overall response.
Therefore, bioanalytical results cannot be an estimate but rather an
indication of the TEQ level in the sample.

e) Biyoanalitik metotlar: Hicre temelli analizler, reseptor analizleri
veya immuno-analizler gibi biyolojik prensiplere dayali metotlardir.
Numune ekstraktinda bulunan ve analize yanit veren tiim bilesiklerin
TEQ-prensibinin gerekliliklerine uymayabileceginden Biyoanalitik
Esdegerlik (BEQ) olarak ifade edilen ve TEQ diizeyinin sadece bir
gostergesi olan bu metotlar tiirdes bilesen miktar1 hakkinda sonug
vermezler. Biyoanalitik metotlar, TEF semasinda yer alan tiirdes
bilesenler icin spesifik degildir. Toplam yanita dahil olacak sekilde
yapisal olarak iliskili diger AhR-aktif bilesikler numune ekstraktinda
mevcut olabilir. Bu nedenle biyoanalitik sonuclar; TEQ sonucu
olmay1p, numunedeki TEQ seviyesinin bir gostergesidir.

1.5. ‘Bioassay apparent recovery’ means the BEQ level calculated from the
TCDD or PCB 126 calibration curve corrected for the blank and then
divided by the TEQ level determined by the confirmatory method. It
attempts to correct factors like the loss of PCDD/PCDFs and dioxin-like
compounds during the extraction and clean-up steps, co-extracted
compounds increasing or decreasing the response (agonistic and
antagonistic effects), the quality of the curve fit, or differences between the
TEF and the REP values. The bioassay apparent recovery is calculated
from suitable reference samples with representative congener patterns
around the maximum or action level.

f) Biyoanaliz goriiniir geri kazanimi: BEQ seviyesinin, kor igin
diizeltilmis TCDD veya PCB 126 kalibrasyon egrisinden hesaplanmasi
ve daha sonra dogrulama metodu ile tespit edilen TEQ seviyesine
bolinmesidir.  Bunlar,  ekstraksiyon ve ekstrakttan istenmeyen
bilesiklerin arindirilmasi (clean-up) asamalarinda meydana gelebilecek
PCDD/PCDF’ler ve dioksin-benzeri bilesiklerin kaybi, analitik yaniti
artiran veya diisliren ekstrakte edilmis istenmeyen bilesikler (agonistik
ve antagonistik etkiler), kalibrasyon egrisine uygunluk kalitesi ya da
TEF ve REP degerleri arasindaki farkliliklar gibi faktorleri diizeltmeyi
amaclar. Biyoanaliz goriiniir geri kazanimi, maksimum limit veya
miidahale seviyesi civarinda temsili tiirdes bilesen dagilimina sahip
uygun referans numunelerden hesaplanir.




1.7. *Accepted specific limit of quantification of an individual congener in
a sample’ means the lowest content of the analyte that can be measured
with reasonable statistical certainty, fulfilling the identification criteria as
described in internationally recognised standards, for example, in standard
EN 16215:2012 (Animal feed — Determination of dioxins and dioxin-like
PCBs by GC/HRMS and of indicator PCBs by GC/HRMS) and/or in EPA
methods 1613 and 1668 as revised.

The limit of quantification of an individual congener may be identified as
(a) the concentration of an analyte in the extract of a sample which
produces an instrumental response at two different ions to be monitored
with a S/N (signal/noise) ratio of 3:1 for the less intensive raw data signal;
or, if for technical reasons the signal-to-noise calculation does not provide
reliable results,

(b) The lowest concentration point on a calibration curve that gives an
acceptable (< 30 %) and consistent (measured at least at the start and at the
end of an analytical series of samples) deviation to the average relative
response factor calculated for all points on the calibration curve in each
series of samples ©.

®)The LOQ is calculated from the lowest concentration point taking into
account the recovery of internal standards and sample intake.

g) Bir numunedeki her bir tiirdes bilesenin kabul edilen spesifik 6l¢iim
limiti:  Uluslararast1 kabul goérmiis standartlarda [6rnegin  EN
16215:2012 standardinda (Hayvan yemi GC/HRMS ile indikator
PCB’lerin ve GC/HRMS ile dioksin ve dioksin benzeri PCB’lerin
belirlenmesi) ve/veya EPA 1613 ve 1668 revize metotlari] tarif edildigi
gibi tanimlama kriterlerini karsilayan, kabul edilebilir istatistiksel
kesinlikle Ol¢iilebilen en diisiik analit miktarini,

Bir tiirdes bilesenin 6l¢iim limiti su sekilde de tanimlanabilir:

1)Daha diisiik siddetteki ham veri sinyali igin S/N (sinyal/giirtiltii)
oraninin 3:1 olacak sekilde izlenebildigi iki farkli iyonda enstriimental
bir yanit iireten numune ekstraktindaki analit konsantrasyonunu;

veya

2) Teknik nedenlerden dolay1 S/N hesab1 giivenilir sonuglar saglamaz
ise, numunelerin her bir serisinin kalibrasyon egrisi lizerinde tim
noktalar i¢in hesaplanan ortalama bagil tepki faktoriine kabul edilebilir
(<30 %) ve tutarl (en azindan baslangi¢ta ve numunelerin analitik bir
serisinde Olctilen) bir sapma veren kalibrasyon egrisi iizerindeki en
diisiikk konsantrasyon noktasi; (LOQ, numune alimi ve i¢ standartlarin
geri kazanimi hesaba alinarak en diisiik konsantrasyon noktasindan
hesaplanir)

1.3. ‘Confirmatory methods’ means methods that provide full or
complementary information enabling the PCDD/Fs and dioxin-like PCBs
to be identified and quantified unequivocally at the maximum or in case of
need at the action level. Such methods utilise gas chromatography/high
resolution mass spectrometry (GC-HRMS) or gas chromatography/tandem
mass spectrometry (GC-MS/MS).

g) Dogrulama metotlari: PCDD/F ve dioksin benzeri PCB’lerin
tanimlanmasina ve maksimum limit veya gerektiginde miidahale
seviyesinde slipheye yer birakmayacak sekilde kantitatif olarak
hesaplanmasina olanak veren gerekli her tiirli bilgiyi saglayan
metotlardir. Bu metotlar gaz kromatografi/ylksek ¢ozunirltklu kitle
spektrometresi (GC-HRMS) veya gaz kromatografisi/tandem kiitle
spektrometresi (GC-MS/MS) kullanirlar.

1.15. ‘Laboratory sample’: a representative part/quantity of the aggregate
sample intended for the laboratory.

h) Laboratuvar numunesi: Laboratuvar igin pacal numunenin bir
miktar/bolimii alinarak hazirlanmis, pagal numuneyi temsil eden
numuneyi,

1.1. “‘Action level’ means the level of a given substance, as laid down in
Annex to Recommendation 2013/711/EU, which triggers investigations to
identify the source of that substance in cases where increased levels of the
substance are detected.

1) Miidahale seviyesi: Dioksin ve dioksin benzeri PCB’lerin yiiksek
seviyelerinin  tespit edildigi durumlarda, bunlarin kaynaginin
tanimlanmasi i¢in arastirmalarin baglatildig: seviyeyi,

1.8. ‘Upper-bound’ means the concept which requires using the limit of

i) Orta-siir: Miktar1 belirlenmemis olan her bir tiirdes bilesenin katkis1




quantification for the contribution of each non-quantified congener.

icin 6l¢iim limitinin yarisinin kullanilmasini gerektiren durumu,

1.14. ‘Aggregate sample’ means the combined total of all the incremental
samples taken from the lot or sublot.

j) Pagal numune: Parti veya alt partiden alinan birincil numunelerin
tamaminin birlestirilmesi ile elde edilen numuneyi,

1.11. ‘Lot’ means an identifiable quantity of food delivered at one time and
determined by the official to have common characteristics, such as origin,
variety, type of packing, packer, consignor or markings.

k) Parti: Numuneyi alan kontrol gorevlisi tarafindan; orijin, cesit,
paketleyici veya gonderici firma, ambalaj tipi, isaretleme gibi
Ozelliklerinin ayni oldugu belirlenen ve bir seferde teslim edilen
gidanin tanimlanabilir miktarini,

6. Replicate samples

The replicate samples for enforcement, defence and reference purposes
shall be taken from the homogenised aggregate sample, unless such
procedure conflicts with Member States' rules as regard the rights of the
food business operator. The size of the laboratory samples for enforcement
shall be sufficient to allow at least for duplicate analyses.

1) Sahit numune: Itirazli durumlar igin pagal numuneden ayrilan
numuneyi,

1.2. ‘Screening methods’ means methods used for selection of those
samples with levels of PCDD/Fs and dioxin-like PCBs that exceed the
maximum levels or the action levels. They shall allow a cost-effective high
sample- throughput, thus increasing the chance to discover new incidents
with high exposure and health risks to consumers. Screening methods shall
be based on bioanalytical or GC-MS methods. Results from samples
exceeding the cut-off value to check compliance with the maximum level
shall be verified by a full re-analysis from the original sample by a
confirmatory method.

m) Tarama metotlari: PCDD/F ve dioksin benzeri PCB’ler agisindan
maksimum limit veya mudahale seviyesini gegcen numunelerin
secilmesinde kullanilan metotlardir. Bu metotlar, maliyet acisindan
avantaj saglayacak sekilde yiiksek miktarda numune calisilmasina
imkan saglar ve bdylece tiiketiciler i¢in yliksek maruziyete ve saglik
riskine yol agabilecek yeni kazalarin kesfedilmesinin sansini arttirir.
Tarama metotlar1 biyoanalitik veya GC-MS metotlarina dayali
metotlardir. Esik degerini gecen numunelerin sonuglari; maksimum
limit ile uygunlugunun kontrolii i¢in, dogrulama metodu kullanilarak
orijinal numunenin tamamen yeniden analizi ile dogrulanmalidir.

1.9. ‘Lower-bound’ means the concept which requires using zero for the
contribution of each non-quantified congener.

n) Ust-sinir: Miktar: belirlenmemis olan her bir tiirdes bilesenin katkis:
icin 6lgtim limitinin kullaniimasini gerektiren durumu,

1.6. ‘Semi-quantitative methods’ means methods which give an
approximate indication of the concentration of the putative analyte, while
the numerical result does not meet the requirements for quantitative
methods.

0) Yar: kantitatif metotlar: Sayisal sonucu, kantitatif metotlarin
gerekliliklerini karsilamazken varsayilan analitin konsantrasyonuna
iliskin yaklasik bir gosterge veren metotlari,

ifade eder.

ILABBREVIATIONS USED

BEQ Bioanalytical Equivalents

GC Gas chromatography

HRMS High resolution mass spectrometry
LRMS Low resolution mass spectrometry
MS/MS Tandem mass spectrometry

(2)Bu Teblig’de gegen kisaltmalar;

BEQ : Biyoanalitik esdegerlikler,

Cv : Varyasyon katsayisi

GC : Gaz kromatografisi,

HRMS : Yiksek ¢cozinlrlikli kiitle spektrometresi,




PCB Polychlorinated biphenyls

PCDD Polychlorinated dibenzo-p-dioxins
PCDF Polychlorinated dibenzofurans

QC Quality control

REP Relative potency

TEF Toxic Equivalency Factor

TEQ Toxic Equivalents

TCDD Tetrachlorodibenzodioxin

U Expanded measurement uncertainty

MS/MS : Ardisik kitle spektrometresi
LRMS  : Diisiik ¢oziiniirliiklii kiitle spektrometresi,
PCB . Poliklorlu bifeniller,

PCDD : Poliklorlu dibenzo-p-dioksinler,
PCDF : Poliklorlu dibenzofuranlar,

QC . Kalite kontrol,

REP : Bagil etki,

TEF : Toksik esdegerlik faktort,

TEQ : Toksik esdegerlikler,

TCDD : Tetraklorodibenzodioksin

U : Genisletilmis 6l¢tim belirsizligi

olarak ifade edilir.

Article 2

Sampling for the official control of the levels of dioxins, furans, dioxin-like
PCBs and non-dioxin-like PCBs in foodstuffs listed in Section 5 of the
Annex to Regulation (EC) No 1881/2006 shall be carried out in accordance
with the methods set out in Annex Il to this Regulation.

Numune alma
MADDE 4 — (1) Belirli gidalarda bulunan dioksinler, furanlar, dioksin
benzeri PCB’ler ve dioksin benzeri olmayan PCB’lerin seviyesinin
resmi kontrolu igin EK-1’deki numune alma usul ve esaslarina gore
yapilir.

Article 3

Sample preparation and analyses for the control of the levels of dioxins,
furans and dioxin-like PCBs in foodstuffs listed in Section 5 of the Annex
to Regulation (EC) No 1881/2006 shall be carried out in accordance with
the methods set out in Annex 111 to this Regulation.

Article 4

Analyses for the control of the levels of non-dioxin-like PCBs in foodstuffs
listed in Section 5 of the Annex to Regulation (EC) No 1881/2006 shall be
carried out in accordance with the requirements for methods of analysis set
out in Annex 1V to this Regulation.

Numune hazirlama ve analiz metodu kriterleri
MADDE 5 — (1) Belirli gidalarda bulunan dioksinler, furanlar, dioksin
benzeri PCB’ler ve dioksin benzeri olmayan PCB’lerin seviyesinin
resmi kontroliinde kullanilan analiz metotlar1 igin gereklilikler ve
numune hazirlama usul ve esaslar1t EK-2’ye uygun olur.

Avrupa Birligi mevzuatina uyum
MADDE 6 - (1) Bu Teblig, 2/6/2014 tarihli ve 589/2014/EU sayili
Belirli Gidalarda Bulunan Dioksinler, Dioksin Benzeri PCB’ler ve
Dioksin Benzeri Olmayan PCB’lerin Seviyelerinin Kontrolii Igin
Numune Alma ve Analiz Metotlar1 hakkinda Avrupa Parlamentosu ve
Konsey Tiziigli dikkate alinarak Avrupa Birligi mevzuatina uyum
cercevesinde hazirlanmstir.




Article 5
Regulation (EU) No 252/2012 is hereby repealed. References to the
repealed Regulation shall be construed as references to this Regulation.

Yiiriirliikten kaldirilan teblig
MADDE 7 — (1) 4/1/2012 tarihli ve 28163 sayili Resmi Gazete’de
yayimmlanan Tiirk Gida Kodeksi Belirli Gidalarda Dioksinlerin ve
Dioksin Benzeri Poliklorlu Bifenillerin Seviyesinin Resmi Kontroli
Icin Numune Alma, Numune Hazirlama ve Analiz Metodu Kriterleri
Tebligi (Teblig No: 2012/5) yiirtirliikten kaldirilmigtir.

Gecis hiikiimleri

GECIiCI MADDE 1 — (1) Bu Tebligin yayim tarihinden énce resmi
kontroller icin analiz yapan kurum ve kuruluslar 01/01/2016 tarihine
kadar bu Teblig hiikiimlerine uyarlar.

(2) Bu Tebligin yayimi tarihinden once resmi kontroller i¢in analiz
yapan kurum ve kuruluslar bu Teblig hiikiimlerine uyum saglayana
kadar 7 inci madde ile yliriirlikten kaldirilan Teblig hiikiimlerine
uyarlar.

Article 6
This Regulation shall enter into force on the twentieth day following that
of its publication in the Official Journal of the European Union.

Yiiriirlik
MADDE 8 — (1) Bu Teblig yayimu tarihinde yirirlige girer.

This Regulation shall be binding in its entirety and directly applicable in all
Member States.

Yiiriitme
MADDE 9 - (1) Bu Teblig hikiimlerini Gida, Tarim ve Hayvancihik
Bakan yiiriitiir.

ANNEX 11

METHODS OF SAMPLING FOR OFFICIAL CONTROL OF
LEVELS OF DIOXINS (PCDD/PCDF), DIOXIN-LIKE PCBs AND
NON-DIOXIN-LIKE PCBs IN CERTAIN FOODSTUFFS

EK-1
Belirli Gidalarda Dioksinler, Dioksin Benzeri PCB’ler ve Dioksin
Benzeri Olmayan PCB’lerin Seviyesinin Resmi Kontrolii Icin
Numune Alma Usul ve Esaslari

I.GENERAL PROVISIONS

1. Personnel

Sampling shall be performed by an authorised person as designated by the
Member State.

(1) — Genel hiikiimler
a) Numune, kontrol gorevlisi tarafindan alinmalidir.

2. Material to be sampled

Each lot or sublot, which is to be examined, shall be sampled separately.
In the case of fish and fishery products, also the size of fish shall be
comparable. In case the size and/or weight of the fish is not comparable
within a consignment, the consignment may still be considered as a lot but
a specific sampling procedure has to be applied.

b) Incelenecek olan her parti veya alt partiden ayr1 ayri numune
alinmalidir. Balik ve balik¢ilik iiriinleri i¢in, baliklarin boyutu
karsilastirilabilir olmalidir. Bir sevkiyat iginde baliklarin agirlig
ve/veya boyutu karsilastirilabilir degilse, sevkiyat hala bir parti olarak
degerlendirilir ancak 6zel bir numune alma metodu uygulanmalidir
(EK-4’ten faydalanilabilir).

3. Precautions to be taken

¢) Numune alma ve numune hazirlama asamalarinda dioksinler ve




In the course of sampling and preparation of the samples, precautions shall
be taken to avoid any changes, which would affect the content of dioxins
and PCBs, adversely affect the analytical determination or make the
aggregate samples unrepresentative.

PCB’lerin (Dioksin Benzeri PCB’ler ve Dioksin Benzeri Olmayan
PCB’ler) igerigini, dolayisiyla analitik belirlemeyi veya pacal
numunenin partiyi temsil edebilirligini etkileyecek herhangi bir
degisikligi 6nlemek i¢in gerekli 6nlemler alinmalidir.

4. Incremental samples As far as possible incremental samples shall be
taken at various places distributed throughout the lot or sublot. Departure
from such procedure shall be recorded in the record provided for under
point 11.8 of this Annex.

¢) Birincil numuneler, parti veya alt parti icinde miimkiin oldugunca
farkli yerlerden alinmalidir. Bu sekilde alinamadigi durumlarda ise (&)
bendinde belirtilen kayitlara mutlaka islenmelidir.

5. Preparation of the aggregate sample

The aggregate sample shall be made up by combining the incremental
samples. It shall be at least 1 kg unless not practical, e.g. when a single
package has been sampled or when the product has a very high commercial
value.

d) Pacal numune, birincil numunelerin  Dbirlestirilmesiyle
olusturulmalidir. Tek bir paket numune veya iriiniin yiiksek ticari
degerinin olmast gibi uygulamada miimkiin olmayan durumlar
haricinde, pagal numune en az 1 kg olmalidir.

e) Her bir alt parti fiziksel olarak ayrilabilir ve tanimlanabilir olmalidir.

f) Pacal numunenin, alindig1 parti veya alt partiyi temsil ettiginden
emin olunmalidir.

7. Packaging and transmission of samples

Each sample shall be placed in a clean, inert container offering adequate
protection from contamination, from loss of analytes by adsorption to the
internal wall of the container and against damage in transit. All necessary
precautions shall be taken to avoid any change in composition of the
sample, which might arise during transportation or storage.

g) Numunelerin taginmasi ve depolanmasi sirasinda numune icerigini
her tiirlii degisiklikten koruyacak gerekli tiim oOnlemler alinmalidir.
Numuneler, tasima esnasinda bulasmayi, numune kabinin i¢ duvarina
yapismasi ile analit kaybin1 ve numunenin zarar gérmesini Onleyecek
nitelikteki temiz ve numune ile etkilesmeyecek olan kaplara
konmalidir.

8. Sealing and labelling of samples

Each sample taken for official use shall be sealed at the place of sampling
and identified following the rules of the Member States.

A record shall be kept of each sampling, permitting each lot to be
identified unambiguously and giving the date and place of sampling
together with any additional information likely to be of assistance to the
analyst.

&) Resmi kontroller i¢in alinan her numune alindig yerde
mihiirlenmelidir. Her numune i¢in, temsil ettigi partiyi agikc¢a
tanimlayacak sekilde kayit tutulmalidir. Bu kayitta numune alma tarihi,
yeri ve analizi yapacak kisiye yardimci olacak diger bilgiler de yer
almalidir.

II.SAMPLING PLAN
The sampling method applied shall ensure that the aggregate sample is
representative for the (sub)lot that is to be controlled.

(2) — Numune alma plam
Uygulanan numune alma metodu, pacal numunenin kontrol edilecek
parti veya alt partiyi temsil eder nitelikte olmasini saglamalidir.

1. Division of lots into sublots
Large lots shall be divided into sublots on condition that the sublot can be
separated physically. For products traded in large bulk consignments (e.g.

a) Partinin alt partilere boltinmesi
Alt partinin fiziksel olarak ayrilabilmesi sartiyla, biiyiik partiler alt
partilere boliinmelidir. Bitkisel yaglar gibi biiyilkk dokme partilerde




vegetable oils) Table 1 shall apply. For other products Table 2 shall apply.
Taking into account that the weight of the lot is not always an exact
multiple of the weight of the sublots, the weight of the sublot may exceed
the mentioned weight by a maximum of 20 %.

satisa sunulan iriinler i¢in Tablo-1 uygulanmalidir. Diger iiriinler i¢in
Tablo-2 uygulanmalidir. Parti agirli@inin  her zaman alt parti
agirliklarinin tam kati olamayacagi dikkate alindiginda; alt parti
agirligi, tablolarda verilen alt parti agirligini en fazla %20 oraninda
gecebilir.

Table 1

Subdivizion of lots into sublots for produces traded in bulk consignments

Lot weighs {con) Weighe or number of sublots Parti aglrllgl (tOIl) Alt partl Sayis1 ya da aglrhgl
003md < 1 500 s 2 1500 500 ton
50 and < 300 160 tormes > 300 ve < 1500 3 alt parti
B e >50 ve < 300 100 ton
_ _ <50 Alt partilere bolinmez

Tablo -1
Dokme Partilerde Satisa Sunulan Uriinler I¢in Partinin Alt Partilere
Bolunmesi

Takle 2

Subdivizion of lots into sublots for other products

Lot weight (ron) Weighe or number of sublots

=15 15-30 tonnes

=15 —

) . Tablo - 2
Diger Uriinler I¢in Partinin Alt Partilere Boliinmesi

Parti agirlig1 (ton) Alt parti sayis1 ya da
agirlig
> 15 15-30 ton
<15 Alt partilere bélinmez

2. Number of incremental samples

The aggregate sample uniting all incremental samples shall be at least 1 kg
(see point I1.5 of this Annex).

The minimum number of incremental samples to be taken from the lot or
sublot shall be as given in Tables 3 and 4.

b) Birincil numunelerin sayisi

Birincil numunelerin birlestirilmesi ile olusan pacal numune en az 1 kg
olmalidir (Bkz: Ek-1’in 1 inci maddesi (d) bendi). Parti veya alt
partiden alinmasi gereken minimum birincil numune sayisi, Tablo-3 ve
Tablo-4’e uygun olmalidir.

In the case of bulk liquid products the lot or sublot shall be thoroughly
mixed insofar as possible and insofar it does not affect the quality of the
product, by either manual or mechanical means immediately prior to
sampling. In this case, a homogeneous distribution of contaminants is
assumed within a given lot or sublot. It is therefore sufficient to take three
incremental samples from a lot or sublot to form the aggregate sample.

Dokme sivi iirlinler i¢in, parti veya alt parti numune almadan hemen
once miimkiin oldugunca uzun siire ve iiriin kalitesini etkilemeyecek
sekilde elle veya mekanik olarak iyice karistirilmalidir. Bu durumda,
verilen parti veya alt parti icinde bulasanlarin homojen bir dagilim
gosterdigi varsayilir. Bu nedenle, pacal numuneyi olusturmak i¢in parti
veya alt partiden ii¢ adet birincil numune alinmasi yeterlidir.

The incremental samples shall be of similar weight. The weight of an
incremental sample shall be at least 100 grams.

Birincil numunelerin agirliklart birbirine yakin miktarlarda olmalidir.
Bir birincil numunenin agirlhigi, en az 100 g olmalidir.

Departure from this procedure must be recorded in the record provided for
under point 11.8 of this Annex. In accordance with the provisions of
Decision 97/747/EC fixing the levels and frequencies of sampling provided

Bu metottan farkli uygulamalar, EK-1’in 1 inci maddesi (&) bendinde
belirtildigi sekilde kayit edilmelidir. Tablo-3 ve Tablo-4’te verilen tekli
paketler ve dokme partiler i¢in alinmasi gereken birincil numune




for by Directive 96/23/EC for the monitoring of certain substances and
residues thereof in certain animal products, the aggregate sample size for
hen eggs is at least 12 eggs (for bulk lots as well for lots consisting of
individual packages, tables 3 and 4 shall apply).

miktarindan farkli olarak, tavuk yumurtasi i¢in pagal numune miktari
en az 12 yumurta olmalidir.

Table 3

Minimum number of incremental samples to be taken from the lot or sublot

Weighe or volume of loe/sublot (in kg or liere) Minimum number of incremencal samples co be taken

< 50
50 to 500 &)
= 500 10

Tablo -3

Parti veya Alt Partiden Alinmasi1 Gereken Minimum Birincil Numune Sayist

Parti/Alt partinin agirhigi ya | Alinmasi gereken minimum
da hacmi (kg yadal) birincil numune sayisi

<50 3
>50 — 500< 5
> 500 10

If the lot or sublot consists of individual packages or units, then the number

of packages or units which shall be taken to form the aggregate sample is
given in Table 4.

Parti veya alt partinin tekli paketler ya da birimlerden olustugu
durumda, pagal numuneyi olusturmak i¢in alinmasi gereken paket veya
birimlerin sayis1 Tablo-4’te verilmistir.

Table 4

Mumber of packages or units (incremental samplez) which chall be taken to form the aggregate zample if the
lot or sublor consises of individual packages or units

Number of packages or unies in the loe/sublot Mumber of packages or units to be aken

1ta 25 at least 1 package or unit

16 to 100 abour 5 %, ar least 2 packages or units

=100 about 5 %, at maximum 10 packages or units

Tablo - 4
Parti veya Alt Parti Tekli Paketler ya da Birimlerden Olusuyorsa, Pagal
Numuneyi Olusturmak I¢in Alinmasi Gereken Paket veya Birimlerin (Birincil
numuneler) Sayisi

Parti/Alt parti icindeki birim | Alinmasi gereken paket veya birim
ya da paket sayis1 say1s1
1-25 En az bir paket ya da birim
26 — 100 En az 2 paket ya da birim,
yaklasik %5
Maksimum 10 paket ya da birim,
> 100 yaklasik %5

3. Specific provisions for the sampling of lots containing whole fishes
of comparable size and weight

¢) Karsilastirilabilir boyut ve agirhkta biitiin halindeki bahklar
iceren partilerden numune alinmasi icin 6zel hiikiimler

Fishes are considered as being of comparable size and weight in case the
difference in size and weight does not exceed about 50 %.

Baliklar, boyut ve agirlik acisindan %50°den fazla oranda farklilik
gostermedigi zaman, karsilagtirilabilir boyut ve agirlikta olduklar
kabul edilir.

The number of incremental samples to be taken from the lot are defined in

Table 3. The aggregate sample uniting all incremental samples shall be at
least 1 kg (see point 11.5).

Partiden alinmast gereken birincil numune sayist Tablo-3’te
tanimlanmistir.  Birincil numunelerin birlestirilmesi ile olusan pagal
numune en az 1 kg olmalidir.

— In case the lot to be sampled contains small fishes (individual fishes

Numune alinacak parti, her bir baligin agirhigr yaklasik 1 kg’dan az




weighing < about 1 kg), the whole fish is taken as incremental sample to
form the aggregate sample. In case the resulting aggregate sample weighs
more than 3 kg, the incremental samples may consist of the middle part,
weighing each at least 100 grams, of the fishes forming the aggregate
sample. The whole part to which the maximum level is applicable is used
for homogenisation of the sample.

olan kiiciik baliklar1 igeriyorsa, pacal numuneyi olusturmak igin
birincil numune olarak bir biitiin halindeki balik alnir. Pacal
numunenin agirligi 3 kg’dan daha fazla oluyorsa; pacal numuneler
baliklarin en az 100 g agirliktaki orta kisimlarmi igeren birincil
numuneden olugsmalidir. Maksimum limit, pagal numunenin tamaminin
homojenize edilmis haline uygulanir.

The middle part of the fish is where the centre of gravity is. This is located
in most cases at the dorsal fin (in case the fish has a dorsal fin) or halfway
between the gill opening and the anus.

Baligin orta kismi agirlik merkezinin oldugu yerdir. Bu kisim ¢ogu
durumda balik eger bir sirt yiizgecine sahip ise sirt yilizgecinin oldugu
yerde veya solungac ag¢iklig1 ve aniis arasindaki orta noktadadir.

—1In case the lot to be sampled contains larger fishes (individual fishes
weighing more than about 1 kg), the incremental sample consists of the
middle part of the fish. Each incremental sample weighs at least 100
grams.

Numune alinacak parti, her bir baligin agirlig1 ortalama 1 kg’dan fazla
olan biiyiik baliklar1 igeriyorsa, birincil numune baligin orta kismini
kapsar. Her bir birincil numunenin agirligi en az 100 g olmalidar.

For fishes of intermediate size (about 1-6 kg) the incremental sample is
taken as a slice of the fish from backbone to belly in the middle part of the
fish.

Yaklasik 1-6 kg arasindaki orta biiyiikliikteki baliklar i¢in, birincil
numune balifin orta kisminda omurgadan karin kismima dogru dilim
seklinde alinir.

For very large fishes (e.g. > about 6 kg), the incremental part is taken from
the right side (frontal view) dorso- lateral muscle meat in the middle part of
the fish In case the taking of such a piece of the middle part of the fish
would result in a significant economic damage, taking of three incremental
samples of at least 350 grams each may be considered as being sufficient,
independently of the size of the lot or alternatively an equal part of the
muscled meat close to the tail part and the muscle meat close to the head
part of one fish may be taken to form the incremental sample being
representative for the level of dioxins in the whole fish.

Yaklasik 6 kg’dan agir olan ¢ok biiyiik baliklar i¢in, birincil numune
onden goriiniiste baligin orta kismindaki dorsolateral (sirt-yan) kas
etinin sag tarafindan alinmalidir. Baligin orta kismindan bdyle bir
parcanin alinmasi durumunda 6nemli 6l¢iide ekonomik zarar s6z
konusu oluyor ise, partinin bliylikliiglinden bagimsiz olarak her biri en
az 350 g olacak sekilde ii¢ tane birincil numune alinmas yeterli olarak
degerlendirilebilir veya alternatif olarak tiim baliktaki dioksin
seviyesini temsil eden birincil numuneyi olusturmak igin baligin
kuyruk kismina yakin kasl eti ve bag kismina yakin kash etinden esit
bir boliim alinabilir.

4. Sampling of lots of fish containing whole fishes of different size
and/or weight

¢) Farkh boyut ve/veya agirhikta biitiin halindeki baliklar iceren
balik partilerinden numune alma

— The provisions of point 111.3 as regards sample constitution shall apply

Numune alma ile ilgili olarak EK-1’in 2’nci maddesi (c) bendinde
belirtilen hiikiimler uygulanir.

— In case a size or weight class/category is predominant (about 80 % or
more of the lot), the sample is taken from fishes with the predominant size
or weight. This sample is to be considered as being representative for the
whole lot.

Partinin yaklasik %80’ini veya daha fazlasini iceren bir blytkluk ya da
agirlik siifi baskin ise, numune baskin biiyiikliik ya da agirliga sahip
baliklardan alinmalidir. Alman bu numunenin biitiin partiyi temsil
ettigi kabul edilir.

— In case no particular size or weight class/category predominates, then it

Belirgin bir biiyiikliik veya agirlik hakim degil ise, numune i¢in sec¢ilen




must be ensured that the fishes selected for the sample are representative
for the lot. Specific guidance for such cases is provided in ‘Guidance on
sampling of whole fishes of different size and/or weight’ W
Whttp://ec.europa.eu/food/food/chemicalsafety/contaminants/dioxins_en.ht
m

baliklarin partiyi temsil ettiginden emin olunmalidir. Farkli boyut
ve/veya agirliktaki biitlin halindeki baliklar1 i¢eren balik partilerinden
numune alma igin EK-4’te verilen klavuzdan faydalanilabilir.

5. Sampling at retail stage

d) Perakende asamasinda numune alma

Sampling of foodstuffs at retail stage shall be done where possible in
accordance with the sampling provisions set out in point 111.2 of this
Annex.

Perakende asamasinda numune alma, miimkiin oldugunca EK-1’in 2
inci maddesi (b) bendinde belirtilen numune alma hikimlerine uygun
yapilmalidir.

Where this is not possible, an alternative method of sampling at retail stage
may be used provided that it ensures sufficient representativeness for the
sampled lot or sublot.

Yukarida sozii edilen numune alma hiikiimlerini uygulamak miimkiin
olmaz ise, pagal numunenin, numunenin alindig1 partiyi ya da alt
partiyi yeterince temsil etmesi sartiyla, perakende asamasinda alternatif
bir numune alma metodu uygulanabilir.

IV.COMPLIANCE OF THE LOT OR SUBLOT WITH THE
SPECIFICATION

(3) — Parti veya alt partinin spesifikasyonlara uygunlugunun
degerlendirilmesi

1. As regards non-dioxin-like PCBs

a) Dioksin benzeri olmayan PCB’ler i¢in:

The lot is accepted, if the analytical result does not exceed the maximum
level of non-dioxin-like PCBs as laid down in Regulation (EC) No
1881/2006 taking into account the measurement uncertainty.

Dioksin benzeri olmayan PCB’ler ic¢in oOlglim belirsizligi hesaba
katilarak elde edilen analitik sonug, Tiirk Gida Kodeksi Bulasanlar
Yonetmeliginde belirtilen maksimum limitleri asmiyorsa parti kabul
edilir.

The lot is non-compliant with the maximum level as laid down in
Regulation (EC) No 1881/2006, if the upperbound analytical result
confirmed by duplicate analysis (*), exceeds the maximum level beyond
reasonable doubt taking into account the measurement uncertainty. The
mean of the two determinations, taking into account the measurement
uncertainty is used for verification of compliance.

Eger iki analizle"” dogrulanan iist-sinir analitik sonucu, 6l¢iim
belirsizligi hesaba katilarak makul siiphenin 6tesinde maksimum
limitleri agtyorsa parti reddedilir. Olgiim belirsizligini dikkate alan iki
analiz sonucunun ortalamasi, uygunlugun dogrulanmasi i¢in kullanilir.

The measurement uncertainty may be taken into account according to one
of the following approaches:

—by calculating the expanded uncertainty, using a coverage factor of 2
which gives a level of confidence of approximately 95 %. A lot or sublot is
non-compliant if the measured value minus U is above the established
permitted level,

— by establishing the decision limit (CCa) according to the provisions of
Commission Decision 2002/657/EC (point 3.1.2.5 of the Annex | to that
Decision

Olgiim belirsizligi asagidaki yaklasimlardan birisine goére hesaba
katilabilir:

- Genisletilmis belirsizlik hesaplanarak; % 95 giiven aralifinda
kapsama faktorii olarak 2 degerinin kullanilmasi ile elde edilen sonug.
Olgiilen degerden U degerinin ¢ikarilmasi ile elde edilen deger; izin
verilen maksimum limitten bliytkse parti veya alt parti rededilir.

- Karar limiti (CCa) hesaplanarak; Olgiilen deger karar limitine esit
veya biyukse parti veya alt parti rededilir.




— the case of substances with an established permitted level). A lot or

sublot is non-compliant if the measured value is equal to or above the CCa.

The abovementioned rules shall apply for the analytical result obtained on
the sample for official control. In case of analysis for defence or reference
purposes, the national rules apply.

Yukaridaki kurallar resmi kontroller i¢in alinan numunelerden elde
edilen analitik sonuglar i¢in uygulanmalidir. Pacal numuneden ayrilan
sahit numune i¢in Gida ve Yemin Resmi Kontrol Yonetmeligindeki
kurallar uygulanir.

2. As regards dioxins (PCDD/PCDF) and dioxin-like PCBs

b) Dioksinler (PCDD/PCDF) ve dioksin benzeri PCB’ler i¢in:

The lot is accepted, if the result of a single analysis

— performed by a screening method with a false-compliant rate below 5
% indicates that the level does not exceed the respective maximum level of
PCDD/Fs and the sum of PCDD/Fs and dioxin-like PCBs as laid down in
Regulation (EC) No 1881/2006,

— performed by a confirmatory method does not exceed the respective
maximum level of PCDD/Fs and the sum of PCDD/Fs and dioxin-like
PCBs as laid down in Regulation (EC) No 1881/2006 taking into account
the measurement uncertainty.

Tek bir analiz sonucu,

- %5’1n altinda “hatali-uygun” oranina sahip tarama metodu ile yapildi
ise ve sonu¢, PCDD/F’lerin ve dioksin benzeri PCB’lerin toplam1 ve
PCDD/F’lerin Tirk Gida Kodeksi Bulasanlar Ydnetmeliginde
belirtilen maksimum limitleri asmiyorsa;

- Dogrulama metodu ile yapilmigsa ve oOlglim belirsizligi hesaba
katilarak elde edilen sonug¢, PCDD/F’ler ve dioksin benzeri PCB’lerin
toplam1  ve PCDD/F’lerin Tirk Gida Kodeksi Bulasanlar
Y 6netmeliginde belirtilen maksimum limitleri agsmiyorsa;

parti kabul edilir.

For screening assays a cut-off value shall be established for the decision on
the compliance with the respective maximum levels set for either
PCDDI/Fs, or for the sum of PCDD/Fs and dioxin-like PCBs.

Tarama metotlar i¢in, gerek PCDD/F’ler ve gerekse PCDD/F’ler ve
dioksin benzeri PCB’lerin toplami i¢in ayri ayrit belirlenen ilgi
seviyelerine olan uygunluga karar vermek icin, bir esik deger
belirlenmelidir.

The lot is non-compliant with the maximum level as laid down in
Regulation (EC) No 1881/2006, if the upperbound analytical result
obtained with a confirmatory method and confirmed by duplicate analysis
(**), exceeds the maximum level beyond reasonable doubt taking into
account the measurement uncertainty. The mean of the two determinations,
taking into account the measurement uncertainty is used for verification of
compliance.

Eger paralel analizle dogrulanan ve bir dogrulama metoduyla elde
edilen Ust-sinir analitik sonucu, 6l¢iim belirsizligi hesaba katilarak
makul siiphenin tesinde maksimum limitleri agiyorsa parti reddedilir.
Olgiim belirsizligini dikkate alan iki analiz(*) sonucunun ortalamasi,
uygunlugun dogrulanmas: i¢in kullanilir.

The measurement uncertainty may be taken into account according to one
of the following approaches:

—by calculating the expanded uncertainty, using a coverage factor of 2
which gives a level of confidence of approximately 95 %. A lot or sublot is
non-compliant if the measured value minus U is above the established
permitted level. In case of a separate determination of PCDD/Fs and
dioxin-like-PCBs the sum of the estimated expanded uncertainty of the

Olgim belirsizligi asagidaki yaklasimlardan birisine goére hesaba
katilabilir:

- Genisletilmis belirsizlik hesaplanarak; %95 giliven aralifinda
kapsama faktorii olarak 2 degerinin kullanilmasi ile elde edilen sonug.
Olgiilen degerden U degerinin ¢ikarilmasi ile elde edilen deger; izin
verilen maksimum limitten biylkse parti veya alt parti rededilir.
PCDD/F’ler ve dioksin benzeri PCB’lerin ayr1 ayr1 belirlenmesi




separate analytical results of PCDD/Fs and dioxin-like PCBs has to be used
for the estimated expanded uncertainty of the sum of PCDD/Fs and dioxin-
like PCBs,

— by establishing the decision limit (CCa) according to the provisions of
Decision 2002/657/EC (point 3.1.2.5 of the Annex I to that Decision — the
case of substances with established permitted level) a lot or sublot is non-
compliant if the measured value is equal to or above the CCa.

durumunda; PCDD/F’ler ve dioksin benzeri PCB’lerin ayr1 analitik
sonuglarin tahmini genisletilmis belirsizligi, PCDD/F’ler ve dioksin
benzeri PCB’lerin toplaminin tahmini genisletilmis belirsizligi i¢in
kullanilir.

- Karar limiti (CCa) hesaplanarak; Olciilen deger karar limitine esit
veya biyikse parti veya alt parti rededilir.

The abovementioned rules shall apply for the analytical result obtained on
the sample for official control. In case of analysis for defence or reference
purposes, the national rules apply.

Yukaridaki kurallar resmi kontroller i¢in alinan numunelerde elde
edilen analitik sonuglar i¢in uygulanmalidir. Pagal numuneden ayrilan
sahit numune i¢in Gida ve Yemin Resmi Kontrol Yonetmeligindeki
kurallar uygulanir.

V.EXCEEDANCE OF ACTION LEVELS

Action levels serve as tool for selection of samples in those cases where it
is appropriate to identify a source of contamination and to take measures
for its reduction or elimination. uncertainty (**).

(4) — Miidahale Seviyesinin Asilmasi:

Miidahale seviyesi, bulasanin kaynagini tanimlamak ve bunu azaltmak
ya da elimine etmek amaciyla Onlem almanin miimkiin oldugu
durumlarda, numunelerin segilmesi icin bir arag gorevi gorr.

(*)The duplicate analysis is necessary if the result of the first determination applying confirmatory
methods with the use of 13C-labelled internal standard for the relevant analytes is not compliant.
The duplicate analysis is necessary to exclude the possibility of internal cross- contamination or an
accidental mix-up of samples. In case the analysis is performed in the frame of a contamination
incident, confirmation by duplicate analysis might be omitted in case the samples selected for
analysis are through traceability linked to the contamination incident and the level found is
significantly above the maximum level.

(*)Eger, iliskili oldugu analit igin ™C isaretli i¢ standardin kullamldigi dogrulama
metodu ile yapilan ilk tespite iliskin sonug¢ uygun degil ise ikinci bir analiz gereklidir.
I¢ capraz kontaminasyon veya kaza ile numunelerin karigmasi ihtimalini harig tutmak
i¢in ikinci bir analiz gereklidir. Analizin bir bulasi kazasi ¢ergevesinde gergeklestigi
durumda, analiz i¢in seg¢ilen numunelerin bulasi kazasina iligskin izlenebilirligi varsa
ve bulunan seviye maksimum limitin 6nemli derecede (zerinde ise iki analiz ile
dogrulama iglemi yapilmayabilir.

Screening methods shall establish appropriate cut-off values for selection
of these samples. In case significant efforts are necessary to identify a
source and to reduce or eliminate the contamination, it might be
appropriate to confirm exceedance of the action level by duplicate sample
analysis using a confirmatory method and taking into account the
measurement.

Bu numunelerin se¢ilmesi i¢in tarama metotlart uygun esik degerlerini
tanimlamalidir. Bulasiy1 elimine etmenin, azaltmanin veya kaynagin
tanimlamanin zor oldugu durumlarda, miidahale seviyesinin asilmasi
s6z konusu oldugunda sonucun dogrulanmasi i¢in Ol¢iim belirsizligi
dikkate alinarak ikinci bir analizin dogrulama metodunu kullanarak
yapilmasi1 uygun olacaktir.

ANNEX I

SAMPLE PREPARATION AND REQUIREMENTS FOR
METHODS OF ANALYSIS USED IN CONTROL OF THE LEVELS
OF DIOXINS (PCDD/PCDF) AND DIOXIN-LIKE PCBS IN
CERTAIN FOODSTUFFS

EK-2
Dioksinler (PCDD/PCDF) ve Dioksin Benzeri PCB’lerin
Seviyesinin  Kontroliinde Kullanilan Analiz Metotlar1 I¢in

Gereklilikler ve Numune Hazirlama Usul ve Esaslari

1. FIELD OF APPLICATION

The requirements set out in this Annex shall be applied where foodstuffs
are analysed for the official control of the levels of 2,3,7,8-substituted
polychlorinated dibenzo-p-dioxins and polychlorinated dibenzofurans

(1)Uygulama alam

Bu ekte belirtilen huktmler, 2,3,7,8 poliklorlu dibenzo-p-dioksinler ve
poliklorlu dibenzofuranlar (PCDD/F’ler) ve dioksin benzeri poliklorlu
bifenillerin (dioksin benzeri PCB’ler) seviyelerinin resmi kontrolii ve




(PCDD/Fs) and dioxin-like polychlorinated biphenyls (dioxin-like PCBs)
and for other regulatory purposes.

diger diizenleyici amaglar i¢in analiz edilen gidalara uygulanmalidir.

Monitoring for the presence of PCDD/Fs and dioxin-like PCBs in
foodstuffs may be performed with two different types of analytical
methods:

Gidalarda PCDD/F’lerin ve dioksin benzeri PCB’lerin varligini izleme,
iki farklr analitik metot ile gerceklestirilebilir:

(a) Screening methods The goal of screening methods is to select those
samples with levels of PCDD/Fs and dioxin-like PCBs that exceed the
maximum levels or the action levels. Screening methods should allow cost-
effective high sample- throughput, thus increasing the chance to discover
new incidents with high exposure and health risks of consumers. Their
application should aim at avoiding false-compliant results. They may
comprise bioanalytical and GC/MS methods.

a) Tarama metotlari: Tarama metotlarinin amac1 PCDD/F’lerin ve
dioksin benzeri PCB’ler agisindan miidahale seviyesi veya maksimum
limiti asan numuneleri segmektir. Tarama metotlar1 ekonomik, verimli
ve yliksek numune akigini saglayarak tiiketicilere dair saglik risklerini
ve yiiksek maruziyet ile yeni olaylarin ortaya ¢ikartilmasi olasiligini
artirmalidir. Uygulama hatali-uygun sonuglari 6nlemeyi amaglamalidir.
Bu metotlar biyoanalitik ve GC/MS metotlarini kapsar.

Screening methods compare the analytical result with a cut-off value,
providing a yes/no-decision over possible exceedance of the maximum or
action level. The concentration of PCDD/Fs and the sum of PCDD/Fs and
dioxin-like PCBs in samples suspected to be non-compliant with the
maximum level must be determined/confirmed by a confirmatory method.

Maksimum veya miidahale seviyesinin olasi asilmasi hakkinda
evet/hayir kararini saglayan tarama metotlari; iirettigi analitik sonug ile
esik degeri kiyaslar. Maksimum limite uygun olmadigindan siliphe
edilen numunelerde PCDD/F’ler ve PCDD/F ve dioksin benzeri
PCB’lerin toplaminin konsantrasyonu dogrulama metodu ile tespit
edilmeli ve dogrulanmalidir.

In addition, screening methods may give an indication of the levels of
PCDD/Fs and dioxin-like PCBs present in the sample. In case of
application of bioanalytical screening methods the result is expressed as
Bioanalytical Equivalents (BEQ), whereas in case of application of
physico-chemical GC-MS methods it is expressed as Toxic Equivalents
(TEQ). The numerically indicated results of screening methods are suitable
for demonstrating compliance or suspected non-compliance or exceedance
of action levels and give an indication of the range of levels in case of
follow-up by confirmatory methods. They are not suitable for purposes
such as evaluation of background levels, estimation of intake, following of
time trends in levels or re-evaluation of action and maximum levels.

Buna ilave olarak, tarama metotlar1 numunede PCDD/F’lerin ve
dioksin benzeri PCB'lerin varligina iligkin bir gdsterge olabilir.
Biyoanalitik tarama metotlarinin uygulanmasi durumunda sonug
biyoanalitik esdegerlik (BEQs) olarak ifade edilirken, fiziko-kimyasal
GC-MS metodlarinin uygulanmasi durumunda ise sonuglar toksik
esdegerlik (TEQs) olarak ifade edilir. Tarama metotlarinin sayisal
olarak belirtildigi sonuglar uygunlugun veya siipheli uygunsuzlugun
gosterilmesi veya miidahale seviyelerinin agilmasinin gosterilmesinde
uygundur ve devaminda dogrulama metotlar1 kullanilmak iizere
seviyelerin araligina iliskin isaret verebilir. Ancak diisiik zemin
seviyelerinin belirlenmesi, maruziyet seviyelerinin zamana baglh olarak
degisiminin izlenmesi, veya miidahale seviyesi ve maksimum
limitlerin yeniden degerlendirilmesi gibi durumlar i¢in tarama
metotlar1 uygun degildir.

(b) Confirmatory methods Confirmatory methods allow the unequivocal
identification and quantification of PCDD/Fs and dioxin-like PCBs present
in a sample and provide full information on congener basis.

b) Dogrulama metotlari: Numunedeki mevcut PCDD/F ve dioksin
benzeri PCB’lerin kesin bir sekilde hesaplanmasi ve tanimlanmasini ve
tiirdes bilesen bazinda da tam bilgiye ulagilmasini saglar.




Therefore, these methods allow the control of maximum and action levels,
including the confirmation of results obtained by screening methods.
Furthermore, results may be used for other purposes such as determination
of low background levels in food monitoring, following of time trends,
exposure assessment of the population and building of database for
possible re-evaluation of action and maximum levels. They are also
important for establishing congener patterns in order to identify the source
of a possible contamination. Such methods utilise GC-HRMS. For
confirming compliance or non-compliance with the maximum level, also
GC-MS/MS can be used.

Bu nedenle bu metotlar tarama metotlar ile elde edilen sonuglarin
dogrulanmasi da olmak {izere maksimum limit ve miidahale
seviyelerinin kontroliinii saglar. Buna ilave olarak bu metotlar; gida
izlemede diisiik zemin seviyelerinin tespiti, zamana bagli olarak
degisimlerin izlenmesi, popiilasyonun maruziyet degerlendirmesi ve
miidahale seviyesi ve maksimum limitlerin olas1 yeniden
degerlendirilmesi i¢in veri tabaninin olusturulmasi gibi farkli amaglar
icin de kullanilabilir. Dogrulama metotlar1 ayn1 zamanda muhtemel
bulas1 kaynagini ortaya ¢ikarmak {izere tiirdes bilesen dagilimlarinin
belirlenmesi hususunda da énemlidirler. Bu metotlar GC-HRMS
kullanirlar. Maksimum limit ile uygunluk ve uygunsuzluk durumunda
ayn1 zamanda GC-MS/MS de kullanilabilir.

2. BACKGROUND

For calculation of Toxic Equivalents (TEQ) concentrations, the
concentrations of the individual substances in a given sample shall be
multiplied by their respective Toxic Equivalency Factor (TEF), as
established by the World Health Organization and listed in the Appendix to
this Annex, and subsequently summed to give the total concentration of
dioxin-like compounds expressed as TEQs.

(2) Esas

Toksik Esdegerlikler Konsantrasyonunu hesaplamak i¢in; numunedeki
her bir maddenin konsantrasyonu, Tablo-6’da listelenen ve Diinya
Saglik Orgiitii tarafindan saptanan, o maddeye karsilik gelen Toksik
Esdegerlik Faktorii (TEF) ile c¢arpilmali ve daha sonra Toksik
Esdegerlikler (TEQs) seklinde ifade edilen dioksin benzeri bilesiklerin
toplam konsantrasyonunu bulmak i¢in toplanmalidir.

Screening and confirmatory methods may only be applied for control of a
certain matrix if the methods are sensitive enough to detect levels reliably
at the maximum or action level.

Tarama ve dogrulama metotlari, miidahale seviyesi ya da maksimum
limit miktarlarin1 giivenilir sekilde tespit etmek icin yeterince hassas
ise, belirli bir matriksin kontroll icin uygulanabilir.

3. QUALITY ASSURANCE REQUIREMENTS

(3) Kalite guivence gereklilikleri

— Measures must be taken to avoid cross-contamination at each stage of
the sampling and analysis procedure.

a) Numune alma ve analiz prosediiriiniin her bir basamaginda capraz
bulagsmayi onleyecek tedbirler alinmalidir.

— The samples must be stored and transported in glass, aluminium,
polypropylene or polyethylene containers suitable for storage without any
influence on the levels of PCDD/Fs and dioxin-like PCBs in the samples.
Traces of paper dust must be removed from the sample container.

b) Numuneler, numunelerdeki PCDD/F’ler ve dioksin benzeri
PCB’lerin seviyeleri iizerine etki etmeyecek sekilde saklamaya uygun
cam, aluminyum, polipropilen veya polietilen kaplarda muhafaza
edilmeli ve tasinmalidir. Kagit tozlariin kalintilar1 numune kabindan
uzaklastirilmalidir.

— The sample storage and transportation has to be performed in a way that
maintains the integrity of the foodstuff sample.

c) Numuneler, biitliinliigli korunarak ozellikleri
kosullarda muhafaza edilmeli ve tasinmalidir.

degismeyecek

— Insofar as relevant, finely grind and mix thoroughly each laboratory
sample using a process that has been demonstrated to achieve complete
homogenisation (e.g. ground to pass a 1 mm sieve); samples have to be

¢) Her bir laboratuvar numunesi miimkiin oldugu kadar, tam
homojenizasyonu saglamak iizere, iyice giitiilmeli (6rnegin 1 mm’lik
elekten gececek sekilde) ve iyice karistirilmalidir. Numuneler, rutubet




dried before grinding if moisture content is too high.

icerigi ¢ok yiiksek ise, 6giitiilmeden once kurutulmalidir.

— Control of reagents, glassware and equipment for possible influence of
TEQ- or BEQ-based results is of general importance.

d) Kimyasallar, cam malzemeler ve ekipmanlarin, TEQ veya BEQ’e
dayali sonuglari etkilememesi i¢in kontrol edilmis olmast c¢ok
onemlidir.

— A blank analysis shall be performed by carrying out the entire analytical
procedure omitting only the sample.

e) Numune hari¢ tutularak, tim analitik prosediiriin uygulanmasi ile
kor analiz gergeklestirilmelidir.

— For bioanalytical methods, it is of great importance that all glassware
and solvents used in analysis shall be tested to be free of compounds that
interfere with the detection of target compounds in the working range.
Glassware shall be rinsed with solvents or/and heated at temperatures
suitable to remove traces of PCDD/Fs, dioxin-like compounds and
interfering compounds from its surface.

f) Biyoanalitik metotlar i¢in, analizde kullanilan tiim cam malzeme ve
¢oOziiciilerin caligma araligi igerisinde hedef bilesiklerin tespitinde
girisim yapan bilesikler icermediginin kontrol edilmis olmas1 oldukg¢a
onemlidir. Cam malzemeler, PCDD/F’ler, dioksin benzeri PCB’ler ve
girisim yapan bilesiklerin kalintilarin1 uzaklastirmak i¢in uygun
sicakliklarda 1sitilmali ve/veya ¢oziiciiler ile ¢alkalanmalidir.

—Sample quantity used for the extraction must be sufficient to fulfil the
requirements with respect to a sufficiently low working range including the
concentrations of maximum or action levels.

g) Ekstraksiyon igin kullanilan numune miktari, miidahale seviyesi
veya maksimum limit konsantrasyonunu iceren yeterince diisiik
caligma araligindaki gereklilikleri karsilamalidir.

—The specific sample preparation procedures used for the products under
consideration shall follow internationally accepted guidelines.

g) Analiz edilecek tirlinler i¢in kullanilan 6zel numune hazirlama
prosediirleri, uluslararasi kabul edilen talimatlara uygun olmalidir.

— In the case of fish, the skin has to be removed as the maximum level
applies to muscle meat without skin. However it is necessary that all
remaining muscle meat and fat tissue on the inner side of the skin are
carefully and completely scraped off from the skin and added to the sample
to be analysed.

h) Balik s6z konusu oldugunda, maksimum limit derisiz kas dokusuna
uygulandigi i¢in deri uzaklastirilmalidir. Ancak, kas dokusunun kalan
tiim kism1 ve derinin i¢ kismindaki yag dokusu dikkatlice ve tamamen
deriden siyrilmali ve analiz edilecek numuneye eklenmelidir.

Kiigtik baliklar s6z konusu oldugunda ve tiiketim sekli g6z oniine
alindiginda, maksimum limit biitline uygulanacag: i¢in deri
uzaklastirilmadan numune hazirlanir.

4. REQUIREMENTS FOR LABORATORIES

(4) Laboratuvar gereklilikleri

— In accordance with the provisions of Regulation (EC) No 882/2004 of
the European Parliament and of the Council ®, laboratories shall be
accredited by a recognised body operating in accordance with ISO Guide
58 to ensure that they are applying analytical quality assurance.
Laboratories shall be accredited following the EN ISO/IEC 17025
standard.

a) Laboratuvarlar, 17.12.2011 tarihli ve 28145 sayili Resmi Gazetede
yayimlanan Gida ve Yemin Resmi Kontrollerine Dair Yonetmeliginde
laboratuvarlar i¢in belirtilen hiikiimlere uymak zorundadir.

— Laboratory proficiency shall be proven by the continuous successful
participation in interlaboratory studies for the determination of PCDD/Fs

b) Laboratuvar yeterliligi, ilgili gida matriksleri ve konsantrasyon
araliklarinda PCDD/F’lerin ve dioksin benzeri PCB’lerin tespitine




and dioxin-like PCBs in relevant food matrices and concentration ranges.

yonelik yapilan yeterlilik testleri veya laboratuvarlararasi ¢aligmalara
siirekli ve basarili katilim ile kanitlanmalidir.

— Laboratories applying screening methods for routine control of samples
shall establish a close cooperation with laboratories applying the
confirmatory method, both for quality control and confirmation of the
analytical result of suspected samples.

¢) Numunelerin rutin kontrolii i¢in tarama metotlarini uygulayan
laboratuvarlar, hem kalite kontrol hem de siipheli numunelerin analiz
sonuglarinin dogrulanmasi i¢in dogrulama metodu uygulayan
laboratuvarlarla yakin igbirligi i¢inde olmalidir.

5. BASIC REQUIREMENTS TO BE MET BY ANALYTICAL
PROCEDURE FOR DIOXINS (PCDD/FS) AND DIOXIN-LIKE PCBS

(5) Dioksinler(PCDD/F’ler) ve dioksin benzeri PCB’ler icin
analitik prosedur gereklilikleri

5.1. Low working range and limits of quantification — For PCDD/Fs,
detectable quantities have to be in the upper femtogram (10" ** g) range
because of extreme toxicity of some of these compounds. For most PCB
congeners limit of quantification in the nanogram (10 ° g) range is already
sufficient. However, for the measurement of the more toxic dioxin-like
PCB congeners (in particular non-ortho substituted congeners) the lower
end of the working range must reach the low picogram (10 *? g) levels.

a) Diisiik calisma arahg ve ol¢iim limitleri (LOQ)

PCDD/F’ler i¢in, bu bilesiklerin bazilarinin asir1 toksisiteleri nedeniyle
tespit edilebilir miktarlar femtogram (10™°g) diizeyinde olmalidir.
Cogu PCB tiirdes bileseni icin nanogram (107°g) diizeyinde 6lciim
limiti yeterlidir. Ancak, daha toksik dioksin benzeri PCB tiirdes
bilesenlerinin (6zellikle non-orto tiirdes bilesenlerin) Olglimii igin,
¢alisma araligi pikogram (1072g) seviyelerine inmelidir.

5.2. High selectivity (specificity)

— A distinction is required between PCDD/Fs and dioxin-like PCBs and a
multitude of other, coextracted and possibly interfering compounds present
at concentrations up to several orders of magnitude higher than those of the
analytes of interest. For gas chromatography/mass spectrometry (GC-MS)
methods, a differentiation among various congeners is necessary, such as
between toxic (e.g. the seventeen 2,3,7,8-substituted PCDD/Fs, and twelve
dioxin-like PCBs) and other congeners.

— Bioanalytical methods shall be able to detect the target compounds as
the sum of PCDD/Fs, and/or dioxin- like PCBs. Sample clean-up shall aim
at removing compounds causing false-non-compliant results or compounds
that may decrease the response, causing false-compliant results.

b) Yuksek secicilik (spesifiklik)

1) PCDD/F’ler ve dioksin benzeri PCB’leri, ilgili analitlerden birkag
kat fazla konsantrasyonlarda mevcut olan, ilgili analitlerle birlikte
ekstrakte edilen ve girisim yapmast muhtemel bilesiklerden ayirt etmek
gereklidir. Gaz kromatografisi/kiitle  spektrometresi  (GC/MS)
metotlarinda, toksik bilesikler (17 adet 2,3,7,8-PCDD/F’ler ve 12 adet
dioksin benzeri PCB’ler) ve diger tiirdes bilesenlerin ayrimi gereklidir.
2) Biyoanalitik metotlar, PCDD/F’ler ve/veya dioksin benzeri
PCB’lerin toplami olarak, hedef bilesikleri tespit edebilir olmalidir.
Clean-up islemi “hatali-uygunsuz” sonuglara sebep olan bilesikleri ya
da hatali-uygun sonuglara sebep olan yaniti diislirecek bilesikleri
uzaklastiracak sekilde olmalidir.

5.3. High accuracy (trueness and precision, bioassay apparent
recovery)

— For GC-MS methods, the determination shall provide a valid estimate
of the true concentration in a sample. High accuracy (accuracy of the
measurement: the closeness of the agreement between the result of a
measurement with the true or assigned value of the measurand) is
necessary to avoid the rejection of a sample analysis result on the basis of
poor reliability of the determined TEQ level. Accuracy is expressed as

¢) Yiiksek dogruluk (gerceklik ve kesinlik, biyoanaliz goriiniir geri
kazanimi)

1) GC/MS metotlar ile tespit; numunedeki gercek konsantrasyon igin
gecerli bir degerlendirme saglamalidir. Yiiksek dogruluk (Olgiim
dogrulugu: Analite iliskin gercek veya atfedilen deger ile Olgiilen
sonucun birbirine yakinligi), hesaplanan TEQ seviyesinin zayif
giivenilirligi sebebiyle analiz sonucunun reddinden kaginmak icin
gereklidir. Dogruluk, gerceklik ve kesinlik olarak ifade edilir.




trueness (difference between the mean value measured for an analyte in a
certified material and its certified value, expressed as percentage of this
value) and precision (RSDR relative standard deviation calculated from
results generated under reproducibility conditions).

— For bioanalytical methods, the bioassay apparent recovery shall be
determined.

Gergeklik, sertifikali materyal igindeki analit icin Olctlen ortalama
deger ve onun sertifikalanmis degeri arasindaki farktir ve bu farkin
sertifikalanmig degere gore ylizdesi olarak ifade edilir. Kesinlik ise
tekrar iretilebilirlik kosullar1 altinda elde edilen sonuglardan
hesaplanan bagil standart sapmadir (RSDR).

2) Biyoanalitik metotlar i¢in, biyoanaliz goriiniir geri kazanimi
hesaplanmalidir.

5.4. Validation in the range of maximum level and general quality
control measures

— Laboratories shall demonstrate the performance of a method in the
range of the maximum level, e.g. 0,5 x, 1 x and 2 x the maximum level
with an acceptable coefficient of variation for repeated analysis, during the
validation procedure and/or during routine analysis.

—Regular blank controls and spiking experiments or analysis of control
samples (preferably, if available, certified reference material) shall be
performed as internal quality control measures. Quality control (QC) charts
for blank controls, spiking experiments or analysis of control samples shall
be recorded and checked to make sure the analytical performance is in
accordance with the requirements.

¢) Maksimum limit arahiginda gecerli kilma ve genel kalite kontrol
kriterleri

1) Laboratuvarlar, gecerli kilma isleminde ve/veya rutin analizlerde
maksimum limitin 0.5, 1 ve 2 kati gibi maksimum limit araliginda
tekrarlanan analizlerde kabul edilebilir bir varyasyon Kkatsayisi
saglanacak sekilde, metodun performansini gostermelidir.

2) I¢ kalite kontrol dlgiimleri amaciyla, diizenli kér kontrolleri ve
standart eklenmis denemeler veya tercihen sertifikali referans materyal
kullanilarak kontrol numunelerinin analizi gergeklestirilmelidir. Kor
kontroller, standart eklenmis denemeler veya kontrol ornekleri icin
kalite kontrol(QC) grafikleri kayit edilmeli ve analitik perfomansin
gerekliliklerine uyumlu oldugundan emin olmak i¢in kontrol
edilmelidir.

5.5. Limit of quantification

— For a bioanalytical screening method, establishment of the LOQ is not
an indispensable requirement but the method shall prove that it can
differentiate between the blank and the cut-off value. When providing a
BEQ- level, a reporting level shall be established to deal with samples
showing a response below this level. The reporting level shall be
demonstrated to be different from procedure blank samples at least by a
factor of three, with a response below the working range. It shall therefore
be calculated from samples containing the target compounds around the
required minimum level, and not from a S/N ratio or an assay blank.

— Limit of quantification (LOQ) for a confirmatory method shall be about
one fifth of the maximum level.

d) Olguim limiti (LOQ)

1) Biyoanalitik tarama metotlar1 i¢in, Sl¢lim limitinin belirlenmesi
zorunlu bir gereklilik degildir ancak bu metodun esik degeri ve kor
degerini birbirinden ayirt edebildigini kanitlamas1 gerekmektedir. Bir
BEQ diizeyt verildigi zaman, bu seviyenin altinda yanit veren
numuneleri ele almak icin bir raporlama limiti belirlenmelidir.
Raporlama limitinin, c¢alisma araligi altinda kalmak kaydiyla,
“prosediir kor numunelerinden” en az 3 kat fazla olabilecegi
gosterilmelidir. Bu sebeple, bu limit, bir deneme koriinden ya da S/N
oranindan degil; istenen minimum seviye civarindaki hedef bilesenleri
iceren numunelerden hesaplanmalidir.

2) Bir dogrulama metodu igin; olgim limiti, maksimum limitin
ortalama 1/5’1 olmalidir.

5.6. Analytical criteria
— For reliable results from confirmatory or screening methods, the

e) Analitik kriter
Dogrulama veya tarama metotlarindan giivenilir sonuglar elde etmek




following criteria must be met in the range of the maximum level or action
level for the TEQ value respectively the BEQ value, whether determined as
total TEQ (as sum of PCDD/F and dioxin-like PCBs) or separately for
PCDD/F and dioxin-like PCBs.

amaciyla; maksimum limit veya miidahale seviyesi araliginda, gerek
toplam TEQ degeri olarak hesaplanan (PCDD/F ve dioksin benzeri
PCB’lerin toplami1) ve gerekse PCDD/F ve dioksin benzeri PCB’ler
olarak ayr1 ayr1 hesaplanan TEQ degeri ve BEQ degeri i¢in Tablo-
5’teki kriterler karsilanmalidir.

Screening with
bioanalyrical ar physico-
chemical methods

Confirmarory methods

False-compliant rate [*) < 3%

Trueness -0 %to+ 20%

Repeatability (RSD,) <20 %

Within-laberarory reproducibility (RSDy) =25% <135 %

{*) With respece to the maximum levels.

Tablo 5

Dogrulama ya da tarama metotlar1 i¢in kargilanmasi gereken analitik kriterler

Biyoanalitik ya da Dogrulama
fiziko kimyasal metotlari

metotlarla tarama

Hatali-uygun < %5

oran1**

Gerceklik %(-20) - %20

Tekrar < %20

edilebilirlik

(RSDy)

Laboratuvar < %25 < %15

ici tekrar

uretilebilirlik

(RSDr)

**Maksimum limitler acisindan

5.7. Specific requirements for screening methods

— Both GC-MS and bioanalytical methods may be used for screening. For
GC-MS methods the requirements as laid down in point 6 of this Annex
are to be used. For cell based bioanalytical methods specific requirements
are laid down in point 7 of this Annex.

f) Tarama metotlar icin 6zel gereklilikler

Tarama i¢in GC/MS analiz metotlar1 ve biyoanalitik metotlar
kullanilabilir. GC/MS metotlar1 i¢in Ek-2 Madde 6°’da verilen
hiikiimler kullanilmalidir. Hiicre temelli biyoanalitik metotlar i¢in 6zel
hikimler EK-2 nin 7’inci maddesinde agiklanmustir.

— Laboratories applying screening methods for routine control of samples
shall establish a close cooperation with laboratories applying the
confirmatory method.

1) Numunelerin rutin kontrolii i¢in tarama metotlarini uygulayan
laboratuvarlar, dogrulama metodu uygulayan laboratuvarlarla yakin
iliski i¢cinde olmalidir.

— Performance verification of the screening method is required during
routine analysis, by analytical quality control and on-going method
validation. There must be a continuous programme for control of compliant
results.

2) Rutin analizler sirasinda, tarama metodunun performans
dogrulamasi, analitik kalite kontrol ve devam eden metot gegerli kilma
islemleriyle yapilmalidir. Uygun sonuglarin kontrolii i¢in, siirekli bir
program olmalidir.

— Check on possible suppression of the cell response and cytotoxicity 20
% of the sample extracts shall be measured in routine screening without
and with 2,3,7,8-TCDD added corresponding to the maximum or action

3) Hiicre yanitinin olast baskilanmasinin ve sitotoksisitenin kontrolii:
Rutin taramalarda, numune ekstraktinda girisim yapan bilesikler
tarafindan yanitin olasi baskilanmasini kontrol etmek i¢in numune




level, to check if the response is possibly suppressed by interfering
substances present in the sample extract. The measured concentration of
the spiked sample is compared to the sum of the concentration of the
unspiked extract plus the spiking concentration. If this measured
concentration is more than 25 % lower than the calculated (sum)
concentration, this is an indication of a potential signal suppression and the
respective sample must be submitted to confirmatory analysis. Results
shall be monitored in quality control charts.

ekstraktlarinin % 20’si; maksimum limit veya miidahale seviyesine
karsilik gelen miktarda 2,3,7,8-TCDD eklenerek ve eklenmeksizin
Olgiilmelidir. Standart eklenmis numunenin 6l¢tlen konsantrasyonu;
standart eklenmemis ekstrakt konsantrasyonu ve eklenen standardin
konsantrasyonunun toplamu ile karsilagtirilir. Bu 6lgiilen
konsantrasyon, hesaplanan (toplam) konsantrasyondan % 25’ten daha
fazla oranda diisiikse; bu potansiyel sinyal baskilamasinin gostergesidir
ve ilgili numune, dogrulama analizi i¢in gonderilmelidir. Sonuglar,
kalite kontrol grafiklerinde izlenmelidir.

— Quiality control on compliant samples
Approximately 2 to 10 % of the compliant samples, depending on sample
matrix and laboratory experience, shall be confirmed.

4) Uygun numunelerin kalite kontroli: Numune matriksi ve
laboratuvar tecriibesine bagli olarak, uygun numunelerin yaklasik %2-
10°u dogrulanmalidir.

— Determination of false-compliant rates from QC data

The rate of false-compliant results from screening of samples below and
above the maximum level or the action level shall be determined. Actual
false-compliant rates shall be below 5 %.

After a minimum of 20 confirmed results per matrix/matrix group is
available from the quality control of compliant samples, conclusions on the
false-compliant rate shall be drawn from this database. The results from
samples analysed in ring trials or during contamination incidents, covering
a concentration range up to e.g. 2 x the maximum level (ML), may also be
included in the minimum of 20 results for evaluation of the false-compliant
rate. The samples shall cover most frequent congener patterns, representing
various sources.

Although screening assays shall preferentially aim at detecting samples
exceeding the action level, the criterion for determining false-compliant
rates is the maximum level, taking into account the measurement
uncertainty of the confirmatory method.

5) Kalite kontrol verilerinden hatali-uygun oranlarinin belirlenmesi:
Miidahale seviyesinin veya maksimum limitin altinda ve iistiinde
degere sahip numunelerin taramalarindan elde edilen hatali-uygun
sonuglar orani belirlenmelidir. Ger¢ek hatali-uygun oranlart %5’in
altinda olmalidir.

Uygun numunelerin kalite kontroliinden matriks/matriks grubu basina
en az 20 dogrulanmis sonu¢ saglandiktan sonra, bu veri tabanindan
hatali-uygun oram1 belirlenmelidir. Ring denemelerinde veya
konsantrasyonun maksimum limitin iki katina kadar ulastigi bulasan
olaylarinda analiz edilen numunelerden elde edilen sonuclar da; hatali-
uygun oraninin hesaplanmasi i¢in minimum 20 sonug icine dahil
edilebilir. Numuneler, degisik bulasan kaynaklarini igsaret eden en sik
rastlanan tiirdes bilesen dagilimlarin1 kapsamalidir.

Tarama testleri tercihen miidahale seviyesini asan numuneleri tespit
etmeyi amaclasa da; hatali-uygun oranlarini belirlemek icin analitik
kriter, dogrulama metodunun o6l¢iim belirsizliginin hesaba katildigi
maksimum limittir.

— Potential non-compliant results from screening shall always be verified
by a full re-analysis of the original sample by a confirmatory method.
These samples may also be used to evaluate the rate of false-non-
compliant results. For screening methods, the rate of ‘false-non-compliant
results’ is the fraction of results confirmed to be compliant from

6) Tarama metodundan elde edilen potansiyel uygunsuz sonuglar,
orijinal numunenin dogrulama metodu ile komple yeniden analizi ile
dogrulanmalidir. Bu numuneler, hatali-uygunsuz sonuglarin oraninin
degerlendirilmesi i¢in de kullanilabilir. Tarama metotlar1 icin, hatal
uygunsuz sonuclarin orani, daha Once tarama esnasinda uygunsuz




confirmatory analysis, while in previous screening the sample had been
declared to be suspected to be non-compliant. However, evaluation of the
advantageousness of the screening method shall be based on comparison of
false-non-compliant samples with the total number of samples checked.
This rate shall be low enough to make the use of a screening tool
advantageous.

oldugundan siipheli olarak deklare edilen numunenin dogrulama
analizi ile uygunlugu dogrulanmis sonuglarina olan oranidir. Bununla
beraber, tarama metotlarmin avantajli  olup  olmadiklarinin
degerlendirilmesi, hatali uygunsuz numunelerin, toplamda kontrol
edilen numune sayisi ile kiyaslanmasina dayanir. Tarama metodunun
avantajli olarak degerlendirilebilmesi i¢in bu oran yeterince diisiik
olmalidir.

— At least under validation conditions, bioanalytical methods shall
provide a valid indication of the TEQ level, calculated and expressed as
BEQ.

7) En azindan gecerli kilma kosullar1 altinda; biyoanalitik metotlar,
BEQ olarak hesaplanan ve ifade edilen TEQ limitinin gecerli bir
gostergesini saglamalidir.

— Also for bioanalytical methods carried out under repeatability
conditions, the intra-laboratory RSDr would typically be smaller than the
reproducibility RSDg.

8) Ayrica tekrar edilebilirlik kosullar1 altinda yiiriitiilen biyoanalitik
metotlar icin, laboratuvar ici RSDy, tekrar Uretilebilirlik RSDr’den
genellikle daha kiiciik olmalidir.

6. SPECIFIC REQUIREMENTS FOR GC-MS METHODS TO BE
COMPLIED WITH FOR SCREENING OR CONFIRMATORY
PURPOSES

(6) Tarama veya dogrulama amaclarina uygun GC/MS metotlar:
icin spesifik gereklilikler

6.1. Acceptable differences between upperbound and lowerbound
WHO-TEQ levels

— The difference between upperbound level and lowerbound level shall
not exceed 20 % for confirmation of the exceedance of maximum or in
case of need of action levels.

a) WHO-TEQ seviyeleri Ust-simir ve alt-sinir arasindaki kabul
edilebilir farkhihiklar
Maksimum limit agiminin dogrulanmasi veya miidahale seviyelerine
ihtiya¢ oldugu durumda {iist-sinir ve alt-sinir degerleri arasindaki fark
% 20’yi gegmemelidir.

6.2. Control of recoveries

b) Geri kazanmimlarin kontrolii

— Addition of 13C-labelled 2,3,7,8-chlorine substituted internal PCDD/F
standards and of 13C-labelled internal dioxin-like PCB standards must be
carried out at the very beginning of the analytical method e.g. prior to
extraction in order to validate the analytical procedure. At least one
congener for each of the tetra- to octa- chlorinated homologous groups for
PCDD/Fs and at least one congener for each of the homologous groups for
dioxin-like PCBs must be added (alternatively, at least one congener for
each mass spectrometric selected ion recording function used for
monitoring PCDD/Fs and dioxin-like PCBs). In case of confirmatory
methods, all 17 13C-labelled 2,3,7,8-substituted internal PCDD/F
standards and all 12 13C-labelled internal dioxin-like PCB standards shall
be used.

1) 2,3,7,8 pozis%/onlarlnda klor iceren —C-isaretlenmis PCDD/F ig
standartlar1 ve * C-isaretlenmis dioksin benzeri PCB i¢ standartlari
analitik metodun en basinda (6rnek olarak metodun gegerli kilinmasi
icin ekstraksiyon oncesi) eklenmelidir. 4’den 8’¢ kadar klor ihtiva eden
her bir PCDD/F’ler homolog grubu ve her bir dioksin benzeri PCB
homolog grubu i¢in en az bir isaretli bilesik eklenmelidir (alternatif
olarak, kiitle spektrometresinde PCDD/F’ler ve dioksin benzeri
PCB’lerin  taranmasinda  kullanilan  secici  iyon kaydedici
fonksiyonlarin her biri i¢in en az bir isaretli bilesik). Dogrulama
metotlar1 s6z konusu oldugunda, 17 adet 2,3,7,8 pozisyonlarinda klor
iceren 13C-isaretlenmis PCDDV/F i¢ standartlarinin tiimii ve 12 tane Bc-
isaretlenmis  dioksin benzeri PCB i¢ standartlarmin  timi
kullanilmalidir.




— Relative response factors shall also be determined for those congeners
for which no *C-labelled analogue is added by using appropriate
calibration solutions.

2) PC-isaretlenmis analogu eklenmemis her bir tiirdes i¢in de uygun
kalibrasyon c¢ozeltileri kullanilarak bagil tepki faktorii (RRF)
belirlenmelidir.

— For foodstuffs of plant origin and foodstuffs of animal origin containing
less than 10 % fat, the addition of the internal standards is mandatory prior
to extraction. For foodstuffs of animal origin containing more than 10 %
fat, the internal standards may be added either before or after fat extraction.
An appropriate validation of the extraction efficiency shall be carried out,
depending on the stage at which internal standards are introduced and on
whether results are reported on product or fat basis.

3) Bitkisel gidalar ve %10’dan daha az yag iceren hayvansal gidalar
icin i¢ standartlarin ekstraksiyon oOncesi eklenmesi zorunludur. %
10’dan daha fazla yag iceren hayvansal gidalar i¢in i¢ standartlar yag
ekstraksiyonundan 6nce veya sonra eklenebilir. Ekstraksiyon
etkinliginin uygun gegerli kilinmasi, i¢ standartlarin eklendigi asamaya
ve sonuglarin iirlin veya yag tlizerinden verilmesine bagli olarak
yapilmalidir.

— Prior to GC-MS analysis, 1 or 2 recovery (surrogate) standard(s) must
be added.

4) GC/MS analizi oncesinde, 1 veya 2 geri kazanim
standardi/standartlar1 (kimyasal yapist ekstrakte edilen bilesenlere
benzeyen) eklenmelidir.

—Control of recovery is necessary. For confirmatory methods, the
recoveries of the individual internal standards shall be in the range of 60 to
120 %. Lower or higher recoveries for individual congeners, in particular
for some hepta- and octa- chlorinated dibenzo-p-dioxins and
dibenzofurans, are acceptable on the condition that their contribution to the
TEQ value does not exceed 10 % of the total TEQ value (based on sum of
PCDD/F and dioxin-like PCBs). For GC-MS screening methods, the
recoveries shall be in the range of 30 to 140 %.

5) Geri kazanim kontrolii gereklidir. Dogrulama metotlari i¢in, her bir
i¢ standardin geri kazanimi % 60-120 araliginda olmalidir. Herhangi
bir bilesigin, dzellikle baz1 7 ve 8 klorlu dibenzo-p-dioksinler ve
dibenzofuranlarin, toplam TEQ degerine katkisi, toplam TEQ
degerinin (PCDD/F ve dioksin benzeri PCB’lerin toplam1) % 10’unu
gegmemesi durumunda, daha diisiik veya daha yiiksek geri kazanimlar
kabul edilebilir. GC/MS tarama metotlar1 i¢in, geri kazanim % 30-140
aralifinda olmalidir.

6.3. Removal of interfering substances

—Separation of PCDD/Fs from interfering chlorinated compounds such as
non-dioxin-like PCBs and chlorinated diphenyl ethers shall be carried out
by suitable chromatographic techniques (preferably with a florisil, alumina
and/or carbon column).

— Gas-chromatographic separation of isomers shall be sufficient (< 25 %
peak to peak between 1,2,3,4,7,8- HXCDF and 1,2,3,6,7,8-HXCDF).

¢) Girisim yapan bilesiklerin uzaklastirilmasi

1) Dioksin benzeri olmayan PCB’ler ve klorlanmis difenil eterler gibi
girisim yapan klorlanmis bilesiklerden PCDD/F’lerin ayrimi uygun
kromatografik tekniklerle, tercihen florisil, allimina ve/veya karbon
kolonu ile gergeklestirilmelidir.

2) Izomerlerin gaz kromatografisi ile ayrimi yeterli olmalidir
(1,2,3,4,7,8-HXCDF ve 1,2,3,6,7,8-HxCDF arasindaki pikten pike
ayrim %25 ten kii¢lik olmalidir).

6.4. Calibration with standard curve
— The range of the calibration curve shall cover the relevant range of
maximum or action levels.

¢) Standart egri ile kalibrasyon

Kalibrasyon egrisinin araligi, maksimum limit veya miidahale
seviyesini kapsamalidir.

6.5. Specific criteria for confirmatory methods
— For GC-HRMS: In HRMS, the resolution shall typically be greater than
or equal to 10 000 for the entire mass range at 10 % valley. Fulfilment of

d) Dogrulama metotlari i¢in spesifik kriterler
- GC-HRMS i¢in:
HRMS’de, ¢oziiniirliik % 10’luk vadideki par¢alanmamis (biitiin) kiitle




further identification and confirmation criteria as described in
internationally recognised standards, for example, in standard EN
16215:2012 (Animal feed — Determination of dioxins and dioxin- like
PCBs by GC/HRMS and of indicator PCBs by GC/HRMS) and/or in EPA
methods 1613 and 1668 as revised.

aralig1 i¢in tipik olarak 10000 den biiyiik veya esit olmalidir
Uluslararasi kabul gérmiis standartlarda tanimlanan ileri tanimlama ve
dogrulama kriterlerinin yerine getirilmesi, 6rnegin EN 16215:2012
standard1 (Hayvansal yemlerde dioksinler ve dioksin benzeri PCB ler
ve indikator PCB lerin GC/HRMS ile tespit edilmesi) ve/veya EPA
metotlar1 1613 ve revize edilmis 1668 de tanimlandig1 sekilde yapilir.

— For GC-MS/MS:

- GC-MS/MS igin:

Monitoring of at least 2 specific precursor ions, each with one specific
corresponding transition product ion, for all labelled and unlabelled
analytes in the scope of analysis.

Analiz kapsamindaki biitiin isaretlenmis ve isaretlenmemis analitler en
az 2 spesifik prekursor (6n izleme) iyonu ile izlenmelidir ve prekirsor
iyonlarin her biri de bir adet spesifik karsilik gelen gegis iiriin iyonu
(transition product ions) ile izlenmelidir.

Maximum permitted tolerance of relative ion intensities of + 15 % for
selected transition product ions in comparison to calculated or measured
values (average from calibration standards), applying identical MS/MS
conditions, in particular collision energy and collision gas pressure, for
each transition of an analyte.

Tipik MS/MS sartlarina uygulanan, 6zellikle analitin her gegisi i¢in
carpisma (collision) enerjisi ve ¢arpisma gaz basinci, hesaplanmis veya
Olciilmiis degerlere kiyasla (kalibrasyon standartlarindan elde edilen
ortalama deger) secilmis gecis Uriin iyonlart igin relatif iyon
yogunluklarinin maksimum miisaade edilen tolerans1 15 % dir.

Resolution for each quadrupole to be set equal to or better than unit mass
resolution (unit mass resolution: sufficient resolution to separate two peaks
one mass unit apart) in order to minimise possible interferences on the
analytes of interest.

llgilenilen analitleri etkileyebilecek muhtemel girisimleri minimize
etmek Uzere her kuadropol (quadrupole) icin ¢ozunurlik birim kdtle
¢cOziinlirliige esit veya daha 1yi olacak sekilde ayarlanmalidir (birim
kiitle ¢oOziiniirlik: iki pikin bir kiitle birimi ayr1 olacak sekilde
ayirabilmek icin yeterli ¢oziiniirliik).

Fulfilment of the further criteria as described in internationally recognised
standards, for example, in standard EN 16215:2012 (Animal feed —
Determination of dioxins and dioxin-like PCBs by GC/HRMS and of
indicator PCBs by GC/HRMS) and/or in EPA methods 1613 and 1668 as
revised, except the obligation to use GC-HRMS.

Uluslararasi kabul gérmiis standartlarda tanimlanan fleri diizeydeki
Kriterlerin yerine getirilmesi, 6rnegin standart EN 16215:2012
(hayvansal yemlerde dioksinler ve dioksin benzeri PCB ler ve indikator
PCB lerin GC/HRMS ile tespit edilmesi) ve EPA metotlar1 1613 ve
revize edilmis 1668 de tanimlandigi izere (GC-HRMS in
kullanilmasinin zorunlu tutulmasi haricinde) yapilir.

7. SPECIFIC REQUIREMENTS FOR BIOANALYTICAL METHODS

(7) Biyoanalitik metotlar igin spesifik gereklilikler

Bioanalytical methods are methods based on the use of biological
principles like cell-based assays, receptor- assays or immunoassays. This
point 7 establishes requirements for bioanalytical methods in general.

Biyoanalitik metotlar, hicre temelli, reseptor ya da immuno analizler
gibi biyolojik prensiplere dayali metotlardir. Bu kisim, genel olarak
biyoanalitik metotlar icin gereklilikleri vermektedir.

A screening method in principle classifies a sample as compliant or
suspected to be non-compliant. For this, the calculated BEQ level is
compared to the cut-off value (see 7.3). Samples below the cut-off value
are declared compliant, samples equal or above the cut-off value as

Bir tarama metodu prensip olarak numuneyi uygun ya da “uygunsuz
olmasindan siiphe edilen/siipheli” olarak siniflandirir. Bunun igin,
hesaplanan BEQ diizeyi esik degeri ile karsilastirilir (Bkz: Madde
7(c)). Esik degerinin altindaki numuneler uygun olarak beyan edilir,




suspected to be non-compliant, requiring analysis by a confirmatory
method. In practice, a BEQ level corresponding to 2/3 of the maximum
level may serve as cut-off value provided that a false-compliant rate below
5 % and an acceptable rate for false-non-compliant results are ensured.
With separate maximum levels for PCDD/Fs and for the sum of PCDD/Fs
and dioxin-like PCBs, checking compliance of samples without
fractionation requires appropriate bioassay cut-off values for PCDD/Fs.
For checking of samples exceeding the action levels, an appropriate
percentage of the respective action level would suit as cut-off value.

esik degerine esit veya bu degerin {lizerindeki numuneler siipheli olarak
beyan edilir ve bir dogrulama metodu ile analiz edilmesi gerekir.
Pratikte, maksimum limitin 2/3’line karsilik gelen bir BEQ degeri,
hatali-uygunsuz sonuglar i¢in kabul edilebilir bir oran olup hatali-
uygun sonuglar i¢in % 5’in altinda bir oran saglayan en uygun esik
degerini verebilir. PCDD/F’ler ve dioksin benzeri PCB’ler toplami ve
PCDD/F’ler ig¢in ayrt maksimum limitler oldugu durumda,
fraksiyonlarina  ayrilmamis  numunelerin  uygunluk  kontrolii,
PCDD/F’ler i¢in uygun biyoanaliz esik degerlerinin tespit edilmesini
gerektirir. Miidahale seviyesini asan numunelerin kontrolii ig¢in,
mildahale seviyenin uygun bir yiizdesi, esik degeri olarak kullanilir.

Furthermore, in the case of certain bioanalytical methods, an indicative
level expressed in BEQs may be given for samples in the working range
and exceeding the reporting limit (see 7.1.1 and 7.1.6).

Ayrica, belirli biyoanalitik metotlar olmasi halinde; raporlama limitini
asan ve ¢alisma araligindaki numuneler i¢in BEQ olarak ifade edilen
bir gosterge seviyesi verilebilir. [Bkz: Ek-2 Madde 7 (a) 1 ve Ek-2
Madde 7 (a) 6]

7.1. Evaluation of the test response
7.1.1. General requirements

a) Analiz yanitinin degerlendirilmesi
1) Genel gereklilikler

— When calculating the concentrations from a TCDD calibration curve,
values at the lower and higher end of the curve will show a high variation
(high coefficient of variation (CV)). The working range is the area where
this CV is smaller than 15 %. The lower end of the working range
(reporting limit) must further be set significantly (at least by a factor of
three) above the procedure blanks. The upper end of theworking range is
usually represented by the EC70 value (70 % of maximal effective
concentration), but lower if the CV is higher than 15 % in this range. The
working range shall be established during validation. Cut-off values (7.3)
must be well within the working range.

- Bir TCDD kalibrasyon egrisinden konsantrasyonlar hesaplanacagi
zaman, egrinin en alt ve en st uclarindaki degerler, yiiksek bir
varyasyon katsayis1 (CV) gosterecektir. Caligma araligi, bu CV’nin
%]15’ten diisiik oldugu alandir. Calisma araligimin en alt ucu
(raporlama limiti), prosedur korlerinin en az U¢ kat Uzerinde
belirlenmis olmalidir. Calisma araliginin en tist ucu, genellikle ECy
degeri (maksimum etkin konsantrasyonun % 70°1) ile gosterilir, ancak
CV bu aralikta % 15’ten daha yiiksek ise, ¢alisma araliginin en {ist ucu
daha disiik olur. Calisma arahi@, gecerli kilma esnasinda
belirlenmelidir. Esik degerleri [Madde 7 (c)], calisma aralig1 i¢inde
olmaldir.

—Standard solutions and sample extracts shall be tested at least in
duplicate. When using duplicates, a standard solution or a control extract
tested in 4 to 6 wells divided over the plate shall produce a response or
concentration (only possible in the working range) based on a CV < 15 %.

- Standart ¢ozeltiler ve numune ekstraktlari, en az iki tekrar olarak
analiz edilmelidir. Tekrarlar kullanilacagi zaman, boliinmiis tabaka
Uzerinde 4-6 gozde test edilen bir standart ¢ozelti ya da kontrol
ekstrakti, %15’ten daha diisiik CV’ye sahip bir yanit ya da
konsantrasyon (sadece ¢aligma araliginda) tiretmelidir.

7.1.2. Calibration
7.1.2.1. Calibration with standard curve

2) Kalibrasyon
i)Standart egri ile kalibrasyon




— Levels in samples may be estimated by comparison of the test response
with a calibration curve of TCDD (or PCB 126 or a PCDD/F/dioxin-like
PCB standard mixture) to calculate the BEQ level in the extract and
subsequently in the sample.

- Ekstrakttaki ve akabinde numunedeki BEQ dlzeyini hesaplamak igin;
analiz yanitt TCDD kalibrasyon egrisiyle (ya da PCB 126 ya da bir
PCDD/F/dioksin benzeri PCB standart karisimi)  karsilastirilarak
numunedeki seviyeler belirlenebilir.

— Calibration curves shall contain 8 to 12 concentrations (at least in
duplicates), with enough concentrations in the lower part of the curve
(working range). Special attention shall be paid to the quality of the curve-
fit in the working range. As such, the R2 value is of little or no value in
estimating the goodness of fit in non- linear regression. A better fit will be
achieved by minimising the difference between calculated and observed
levels in the working range of the curve (e.g. by minimising the sum of
squared residuals).

- Kalibrasyon egrileri, ¢aligma araligmin en alt ucunda yeterli
konsantrasyonlar icermek kaydiyla, 8-12 konsantrasyon (en az iki
tekrar) icermelidir. Calisma araliginda, kalibrasyon egrisine uygunluk
kalitesine 6zellikle dikkat gosterilmelidir. R? degeri, dogrusal olmayan
regresyon icinde uygunluk derecesinin tahmininde ya ¢ok az fikir verir
ya da hi¢ vermez. Daha iyi bir uygunluga, egrinin ¢alisma araliginda
gozlenen ve hesaplanan diizeyler arasindaki farki minimize ederek
ulagilabilir (0rnegin farklarin karelerinin toplamini minimize ederek).

— The estimated level in the sample extract is subsequently corrected for
the BEQ level calculated for a matrix/ solvent blank sample (to account for
impurities from solvents and chemicals used), and the apparent recovery
(calculated from the BEQ level of suitable reference samples with
representative congener patterns around the maximum or action level). For
performing a recovery correction, the apparent recovery must always be
within the required range (see point 7.1.4). Reference samples used for
recovery correction must comply with requirements as given in point 7.2.

- Numune ekstraktinda belirlenen seviye, bir matriks/cozelti kor
numunesi i¢in (kullanilan ¢ozeltiler ve kimyasallardan gelen
safsizliklar1 hesaba katmak i¢in) hesaplanan BEQ diizeyine ve geri
kazanima (maksimum limit veya miidahale seviyesi civarinda benzer
tiirdes bilesen dagilimina sahip uygun referans numunelerin BEQ
diizeyinden hesaplanan) gore diizeltilir. Bir geri kazanim diizeltmesi
yapmak i¢in, geri kazanim her zaman istenen aralik i¢inde olmalidir
[Bkz: Madde 7 (a) 4]. Geri kazanim diizeltmesi i¢in kullanilan referans
numuneler, Madde 7 (b)’de verilen gerekliliklere uymak zorundadir.

7.1.2.2. Calibration with reference samples

Alternatively, a calibration curve prepared from at least 4 reference
samples (see point 7.2): one matrix blank, plus three reference samples at
0,5 %, 1,0 x and 2,0 x the maximum or action level may be used,
eliminating the need to correct for blank and recovery. In this case, the test
response corresponding to 2/3 of the maximum level (see 7.3) may be
calculated directly from these samples and used as cut-off value. For
checking of samples exceeding the action levels, an appropriate percentage
of these action levels would suit as cut-off value.

ii)Referans numuneler ile kalibrasyon

Alternatif olarak, kor ve geri kazanim diizeltmesi gerekliligini elimine
ederek; ilgilenilen seviye civarinda en az 4 referans numuneden [Bkz:
Madde 7 (b): bir matriks kér + maksimum limit veya midahale
seviyesinin 0.5, 1 ve 2 kat1 seviyesinde 3 referans numune] hazirlanan
bir kalibrasyon egrisi kullanilabilir. Bu durumda, maksimum limitin
2/3’line karsilik gelen [Bkz: Madde 7 (c)] analiz yaniti, direkt olarak
bu numunelerden hesaplanabilir ve esik degeri olarak kullanilabilir.
Miidahale seviyesini asan numunelerin kontrolli igin, bu mudahale
seviyelerinin uygun bir yiizdesi esik degeri olarak kullanilir.

7.1.3. Separate determination of PCDD/Fs and dioxin-like PCBs
Extracts may be split into fractions containing PCDD/Fs and dioxin-like
PCBs, allowing a separate indication of PCDD/Fs and dioxin-like PCB
TEQ levels (in BEQs). A PCB 126 standard calibration curve shall

3) PCDD/F’lerin ve dioksin benzeri PCB’lerin ayr1 ayn
belirlenmesi

Ekstraktlar, PCDD/F’ler ve dioksin benzeri PCB’lerin TEQ
degerlerinin (BEQ olarak) ayr1 ayr1 gosterilmesine olanak taniyan,




preferentially be used to evaluate results for the fraction containing dioxin-
like PCBs.

PCDD/F’ler ve dioksin benzeri PCB’leri igeren fraksiyonlara
ayrilabilir. Dioksin benzeri PCB’leri igeren fraksiyona iligkin sonuglari
degerlendirmek icin tercihen PCB 126 standart kalibrasyon egrisi
kullanilmalidar.

7.1.4. Bioassay apparent recoveries

The ‘bioassay apparent recovery’ shall be calculated from suitable
reference samples with representative congener patterns around the
maximum or action level and expressed as percentage of the BEQ level in
comparison to the TEQ level. Depending on the type of assay and TEFs &
used, the differences between TEF and REP factors for dioxin-like PCBs
may cause low apparent recoveries for dioxin-like PCBs in comparison to
PCDD/Fs. Therefore, if a separate determination of PCDD/Fs and dioxin-
like PCBs is performed, bioassay apparent recoveries shall be: for dioxin-
like PCBs 20 % to 60 %, for PCDD/Fs 50 % to 130 % (ranges apply for
TCDD calibration curve). As the contribution of dioxin-like PCBs to the
sum of PCDD/Fs and dioxin-like PCBs may vary between different
matrices and samples, bioassay apparent recoveries for the sum parameter
reflect these ranges and shall be between 30 % to 130 %.

4) Biyoanaliz goriiniir geri kazanimi

Biyoanaliz goriiniir geri kazanimi, maksimum limit veya miidahale
seviyesi civarinda benzer tiirdes bilesen dagilimma sahip uygun
referans numunelerden hesaplanmali ve TEQ diizeyi ile karsilastirilan
BEQ dizeyinin ylzdesi olarak agiklanmalidir. Deney tipine ve
kullanilan TEF’lere bagl olarak; dioksin benzeri PCB’ler i¢in TEF ve
REP faktorleri arasindaki farkliliklar, PCDD/F’lere kiyasla dioksin
benzeri PCB’ler i¢in daha diisiik geri kazanimlara sebep olabilir. Bu
yizden, PCDD/F’ler ve dioksin benzeri PCB’lerin ayr1 ayr1 belirlemesi
yapilacak ise; biyoanaliz goriinlir geri kazanimi, dioksin benzeri
PCB’ler igin %20-60, PCDD/F’ler i¢in % 50-130 (Oranlar, TCDD
kalibrasyon egrisi i¢indir) olmalidir. Farkli matriksler ve numunelerde,
PCDD/F’lerin ve dioksin benzeri PCB’lerin toplamina dioksin benzeri
PCB’lerin katkis1 degisebileceginden, toplam parametre i¢in biyoanaliz
goriiniir geri kazanimi, bu oranlart yansitacak sekilde % 30-130
arasinda olmaldir.

7.1.5. Control of recoveries for clean-up The loss of compounds during the
clean-up shall be checked during validation. A blank sample spiked with a
mixture of the different congeners shall be submitted to clean-up (at least
n=3) and the recovery and variability checked by a confirmatory method.
The recovery shall be within 60 to 120 % especially for congeners
contributing more than 10 % to the TEQ-level in various mixtures.

5) Clean-up asamasinda geri kazamimlarin kontrolii

Gegerli kilma isleminde, clean-up asamasinda bilesenlerin kaybi
kontrol edilmelidir. Farkli tiirdes bilesenler iceren karisim eklenmis bir
kor numunede clean-up yapilmali (en az n=3); geri kazanim ve
degiskenlik bir dogrulama metodu ile kontrol edilmelidir. Geri
kazanim, ¢esitli karisimlarda, 6zellikle TEQ diizeyine %10’dan daha
fazla katki saglayan tirdes bilesenler igin, % 60-120 arasinda
olmalidir.

7.1.6. Reporting Limit When reporting BEQ levels, a reporting limit shall
be determined from relevant matrix samples involving typical congener
patterns, but not from the calibration curve of the standards due to low
precision in the lower range of the curve. Effects from extraction and
clean-up must be taken into account. The reporting limit must be set
significantly (at least by a factor of three) above the procedure blanks.

6) Raporlama limiti

BEQ degerleri raporlanirken, egrinin alt araligindaki diisiik kesinlik
sebebiyle, standartlarin kalibrasyon egrisinden degil; tipik tiirdes
bilesen dagilimi igeren ilgili matriks numunelerinden bir raporlama
limiti belirlenmelidir. Ekstraksiyon ve clean-up isleminin etkileri
hesaba katilmalidir. Raporlama limiti, prosediir korlerinin en az ii¢ kat
iizerinde belirlenmis olmalidir.




7.2. Use of reference samples

b) Referans numunelerin kullanilmasi

— Reference samples shall represent sample matrix, congener patterns and
concentration ranges for PCDD/Fs and dioxin-like PCBs around the
maximum or action level.

1) Referans numuneler, numune matriksi, tirdes bilesen dagilimi ve
maksimum limit veya miidahale seviyesi civarinda PCDD/F’ler ve
dioksin benzeri PCB’ler igin konsantrasyon araliklarimi temsil
etmelidir.

— A procedure blank, or preferably a matrix blank, and a reference sample
at the maximum or action level have to be included in each test series.
These samples must be extracted and tested at the same time under
identical conditions. The reference sample must show a clearly elevated
response in comparison to the blank sample, thus ensuring the suitability of
the test. These samples may be used for blank and recovery corrections.

2) Her analiz serisinde, bir prosedir kori, ya da tercihen bir matriks
kori ve maksimum limit veya midahale seviyesinde bir referans
numune dahil edilmelidir. Bu numuneler, aym1 kosullar altinda ayni
zamanda ekstrakte edilmeli ve analiz edilmelidir. Referans numune,
kor numune ile karsilastirildiginda belirgin yiiksek bir yanit gostermeli
ve boylece analizin uygunlugunu temin etmelidir. Bu numuneler, kor
ve geri kazanim diizeltmeleri i¢in kullanilabilir.

— Reference samples chosen for performing a recovery correction shall be
representative for the test samples, meaning that congener patterns shall
not lead to an underestimation of levels.

3) Bir geri kazanim diizeltmesi yapmak i¢in secilen referans
numuneler, analiz numunesini temsil etmelidir, yani tiirdes bilesen
dagilimi, seviyenin eksik bulunmasina sebep olmamalidir.

— Extra reference samples at e.g. 0,5 x and 2 x the maximum or action
level may be included to demonstrate the proper performance of the test in
the range of interest for the control of the maximum or action level.
Combined, these samples may be used for calculating the BEQ-levels in
test samples (7.1.2.2).

4) Maksimum limit veya mudahale seviyesinin kontrolinde; ilgi
araliginda analizin performansinin uygunlugunu gostermek igin,
maksimum limit veya miidahale seviyesinin 0.5 ve 2 kati
konsantrasyonuna sahip olan ekstra referans numuneler dahil edilebilir.
Bu numuneler, analiz numunelerinde BEQ diizeylerinin hesaplanmasi
icin kullanilabilir [Madde 7 (a) 2 (i1)].

7.3. Determination of cut-off values

c) Esik degerlerinin belirlenmesi

The relationship between bioanalytical results in BEQ and results from
confirmatory methods in TEQ shall be established (e.g. by matrix-matched
calibration experiments, involving reference samples spiked at 0, 0,5 x, 1 x
and 2 x the maximum level (ML), with 6 repetitions on each level (n=24)).
Correction factors (blank and recovery) may be estimated from this
relationship but shall be checked in each test series by including
procedure/matrix blanks and recovery samples (7.2).

BEQ olarak ifade edilen biyoanalitik sonuclar ve TEQ olarak ifade
edilen dogrulama metotlar1 sonuclar1 arasinda iliski kurulmalidir
(6rnegin her seviyede 6 tekrar yapilarak maksimum limitin 0, 0.5, 1 ve
2 katlarinda (n=24) standart eklenmis referans numuneleri igeren
matriks etkili kalibrasyon denemeleri). Diizeltme faktorleri (kér ve geri
kazanim) bu iliskiden tahmin edilebilir ancak her analiz serisine

prosediir/matriks korleri ve geri kazanim numuneleri dahil edilerek
kontrol edilmelidir [7 (b)].

Cut-off values shall be established for decision over sample compliance
with maximum levels or for control of action levels, if of interest, with the
respective maximum or action levels set for either PCDD/Fs and dioxin-
like PCBs alone, or for the sum of PCDD/Fs and dioxin-like PCBs. They
are represented by the lower endpoint of the distribution of bioanalytical

Esik degerleri, miidahale seviyesinin kontrolii ya da numunenin
maksimum limitlerle (eger istenirse, ya PCDD/F’ler ve dioksin benzeri
PCB’ler i¢in ayr1 ayr1 ya da dioksin benzeri PCB’ler ve PCDD/F’ler
toplamut i¢in karsilik gelen maksimum limit veya miidahale seviyesiyle)
uyumuna karar vermek icin belirlenmelidir. %5’in altinda bir hatali-




results (corrected for blank and recovery) corresponding to the decision
limit of the confirmatory method based on a 95 % level of confidence,
implying a false-compliant rate <5 %, and on a RSDR < 25 %. The
decision limit of the confirmatory method is the maximum level, taking
into account the measurement uncertainty.

uygun orani gosteren ve % 25’in altinda RSDg’de, %95 giiven
araligina dayali bir dogrulama metodu karar limitine karsilik gelen
biyoanalitik sonuglarin (kor ve geri kazanim ig¢in diizeltilmis)
dagiliminin en alt u¢ noktasi esik degerler olarak ifade edilir.
Dogrulama metodu karar limiti, 6l¢iim belirsizliginin hesaba katildig
maksimum limittir.

In practice, the cut-off value (in BEQ) may be calculated from the
following approaches (see Figure 1):

Uygulamada, esik degeri (BEQ olarak ifade edilen) asagidaki
yaklasimlarla (Bkz: Sekil 1) hesaplanabilir:

7.3.1. Use of the lower band of the 95 % prediction interval at the decision
limit of the confirmatory method

Cut-off value = BEQy -5, * fum-2y/1/n+ 1/m + (x-X) :_."Q,

with:
BEQpL BEQ corresponding to the decision limit of the confirmatory
method, being the ML including measurement uncertainty

Sy.x residual standard deviation

to=m-2 Student factor (a =5 %, f = degrees of freedom, single-sided)
m total number of calibration points (index j)

n number of repetitions on each level

Xi Sample concentration (in TEQ) of calibration point i determined
by a confirmatory method

X mean of the concentrations (in TEQ) of all calibration samples
Q. :}-:[x -5’ square sum parameser

i :indeﬁz for calibration point i

1) Dogrulama metodu karar limitinde % 95 tahmin araliginin en diisiik
bandmnin kullanimai:

Esik degeri:
BEQ o —S,, *tufmos \/lln +UmM +(x, -x)*Q

Burada:

BEQp.: Olgiim belirsizliginin hesaba katildigi maksimum limit olan
dogrulama metodu karar limitine karsilik gelen BEQ,

Syx: Fark standart sapmasi

to.=m-2: “t” testi faktorii (a=%S5, f=serbestlik derecesi, tek yonlii),

m: Kalibrasyon noktalarinin toplam sayis1 (j indeksi),

n: Her seviyedeki tekrarlarin sayzsi,

Xi: Dogrulama metodu ile belirlenen kalibrasyon noktasi 1’ye karsilik
gelen numune konsantrasyonu (TEQ olarak ifade edilen),

X: Tim kalibrasyon numunelerinin konsantrasyonlarinin ortalamasi
(TEQ olarak ifade edilen),

Q, =Y (x, - x)* : Kareler toplam1 parametresi,
j=1

i=Kalibrasyon noktasi 1 i¢in indekstir.

7.3.2. Calculation from bioanalytical results (corrected for blank and
recovery) of multiple analyses of samples (n > 6) contaminated at the
decision limit of the confirmatory method, as the lower endpoint of the
data distribution at the corresponding mean BEQ value:
Cut-offvalue=BEQp —1,64_SDg

with

SDr  standard deviation of bioassay results at BEQp., measured under

2) Ortalama BEQ degerine karsilik gelen veri dagiliminin en alt ug
noktast olarak; dogrulama metodu karar limiti diizeyinde bulasan
numunelerin ¢oklu analizlerinin (n > 6) biyoanalitik sonuglarindan (kor
ve geri kazanim i¢in diizeltilmis) hesaplama:

Esik degeri= BEQp(-1,64 X SDr

Burada:

SDg: Laboratuvar i¢i tekrar {iretilebilirlik kosullari altinda olgiilen




within-laboratory reproducibility conditions

BEQDL’de biyoanaliz sonuglarinin standart sapmasidir.

7.3.3. Calculation as mean value of bioanalytical results (in BEQ, corrected
for blank and recovery) from multiple analysis of samples (n > 6)
contaminated at 2/3 of the maximum or action level. This is based on the
observation that this level will be around the cut-off determined under
7.3.10r7.3.2.

3) Maksimum limit veya miidahale seviyesinin 2/3’i diizeyinde
bulasan numunelerin ¢oklu analizlerinin (n > 6) biyoanalitik
sonuglarindan (kor ve geri kazanim i¢in diizeltilmis, BEQ olarak ifade
edilen) ortalama olarak hesaplama: Bu hesaplama gozleme dayali
olmalidir ki, bu seviye Ek-2 Madde 7 (c) 1 ve Ek-2 Madde 7 (c) 2’de
hesaplanan esik civarinda olacaktir.

Figure 1
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Sekil 1

Calculation of cut-off values based on a 95 % level of confidence implying
a false-compliant rate <5 %, and a RSDR < 25 %:

1. from the lower band of the 95 % prediction interval at the decision limit
of the confirmatory method,

2. from multiple analysis of samples (n > 6) contaminated at the decision
limit of the confirmatory method as the lower endpoint of the data
distribution (represented in the figure by a bell-shaped curve) at the
corresponding mean BEQ value.

% 5’in altinda bir hatali-uygun orani gosteren ve % 25’in altinda
RSDg’de,% 95 gliven araligina sahip esik degerleri:

- Dogrulama metodu karar limitinde % 95 tahmin araliginin en diisiik
bandindan,

- Ortalama BEQ degerine karsilik gelen veri dagiliminin (sekilde ¢can
egrisi ile temsil edilen) en alt u¢ noktasi olarak, dogrulama metodu
karar limiti diizeyinde bulasiya sahip numunelerin ¢oklu analizlerinden
(n > 6) hesaplanir.

7.3.4. Restrictions to cut-off values:
BEQ-based cut-off values calculated from the RSDg achieved during
validation using a limited number of samples with different

4) Esik degerlerine kisitlamalar
Farkli matriks/tiirdes bilesen dagilimina sahip az sayida numune
kullanilarak yapilan gecerli kilmadaki RSDg’den hesaplanan BEQ’e




matrix/congener patterns may be higher than the TEQ-based maximum or
action levels due to a better precision than attainable in routine when an
unknown spectrum of possible congener patterns has to be controlled. In
such cases, cut-off values shall be calculated from an RSDR = 25 %, or
two-thirds of the maximum or action level shall be preferred.

dayali esik degerleri, rutinde muhtemel tiirdes bilesen dagiliminin
bilinmeyen spektrumunun analizinden elde edilenden daha iyi bir
kesinlige sahip oldugundan dolay1 TEQ’e dayali maksimum limit veya
midahale seviyesinden daha yuksek olabilir. Bu durumlarda, esik
degerleri RSDr=% 25’ten hesaplanmali ya da maksimum limit veya
miidahale seviyesinin 2/31 tercih edilmelidir.

7.4. Performance characteristics

¢) Performans karakteristikleri

— Since no internal standards can be used in bioanalytical methods, tests
on repeatability shall be carried out to obtain information on the standard
deviation within and between test series. Repeatability shall be below 20
%, intra-laboratory reproducibility below 25 %. This shall be based on the
calculated levels in BEQs after blank and recovery correction.

1) Biyoanalitik metotlarda i¢ standart kullanilmadigindan; analiz
serileri arasinda ve analiz serileri i¢inde standart sapma hakkinda bilgi
edinmek amaciyla, tekrar edilebilirlik analizleri yapilmalidir. Tekrar
edilebilirlik % 20’nin ve laboratuvar i¢i tekrar tretilebilirlik % 25’in
altinda olmalidir. Bu, kor ve geri kazanim diizeltmesinden sonra
hesaplanan BEQ olarak ifade edilen seviyelere dayandirilmalidir.

— As part of the validation process, the test must be shown to discriminate
between a blank sample and a level at the cut-off value, allowing the
identification of samples above the corresponding cut-off value (see 7.1.2).

2) Gegerli kilma isleminin bir pargasi olarak, analize karsilik gelen esik
degerinin tstliindeki numunelerin tanimlanmasina olanak saglamak
iizere; esik degerindeki bir seviye ile bir kor numuneyi ayirt
edebilecegi gosterilmelidir. [Ek-2 Madde 7 (a) 2]

— Target compounds, possible interferences and maximum tolerable blank
levels shall be defined.

3) Hedef bilesikler, olas1 girisim yapan bilesikler ve maksimum tolere
edilebilir kor seviyeler tanimlanmalidir.

— The percent standard deviation in the response or concentration
calculated from the response (only possible in working range) of a
triplicate determination of a sample extract shall not be above 15 %.

4) Numune ekstraktinin ti¢lii tekerriir analizinde elde edilen yanitlarin

(sadece  calisma  araliginda) veya  yanitlardan  hesaplanan
konsantrasyonlarin standart sapma yiizdesi % 15’in {zerinde
olmamalidir.

— The uncorrected results of the reference sample(s) expressed in BEQs
(blank and at the maximum or action level) shall be used for evaluation of
the performance of the bioanalytical method over a constant time period.

5) BEQ (kor ve maksimum limit veya miidahale seviyesi) olarak ifade
edilen referans numune(lerin)nin diizeltilmemis sonuglari, belirli bir
zaman araliginda biyoanalitik metodun performansinin
degerlendirilmesi i¢in kullanilmalidir.

— Quality control (QC) charts for procedure blanks and each type of
reference sample shall be recorded and checked to make sure the analytical
performance is in accordance with the requirements, in particular for the
procedure blanks with regard to the requested minimum difference to the
lower end of the working range and for the reference samples with regard
to within-laboratory reproducibility. Procedure blanks must be well
controlled in order to avoid false-compliant results when subtracted.

6) Her tip referans numune ve prosedir korleri icin kalite kontrol (QC)
grafiklerinin, analitik performansin gerekliliklerini karsiladigindan
emin olmak i¢in (6zellikle prosediir korleri i¢in ¢alisma araliginin en
diisitk seviyesi ile istenilen minimum fark agisindan ve referans
numuneler icin laboratuvar ici tekrar Uretilebilirlik agisindan) kayit ve
kontrol edilmelidir. Hesaplamada ¢ikarildigindan, hatali-uygun
sonuglar1 6nlemek icin prosediir korleri ¢ok iy1 kontrol edilmelidir.

— The results from the confirmatory methods of suspected samples and 2

7) Uygun numunelerin % 2-10’undan elde edilen sonuglar (her matriks




to 10 % of the compliant samples (minimum of 20 samples per matrix)
shall be collected and used to evaluate the performance of the screening
method and the relationship between BEQs and TEQs. This database might
be used for re-evaluation of cut-off values applicable to routine samples for
the validated matrices.

icin en az 20 numune) ve siipheli numunelerin dogrulama
metotlarindan elde edilen sonuglar toplanmali; tarama metotlarinin
performansin1 ve BEQ ile TEQ arasindaki iliskiyi hesaplamak igin
kullanilmalidir. Bu veri tabani, gecerli kilinmis matrikslerde rutin
numunelere uygulanabilir esik degerlerinin yeniden hesaplanmasi icin
kullanilabilir.

— Successful method performance may also be demonstrated by
participation in ring trials. The results from samples analysed in ring trials,
covering a concentration range up to e.g. 2 x ML, may also be included in
the evaluation of the false-compliant rate, if a laboratory is able to
demonstrate its successful performance. The samples shall cover most
frequent congener patterns, representing various sources.

8) Basarili metot performansi, ring deneylerine katilimla gosterilmis de
olabilir. Eger bir laboratuvar ring deneylerinde basar1 performansini
gosterebilirse; maksimum limitin iki katina kadar ulastigi bir
konsantrasyonu kapsayan numunelerden elde edilen analiz sonuglari,
hatali-uygun oranimnin degerlendirilmesine de dahil edilebilir.
Numuneler, degisik kaynaklar1 temsil eden en sik tlirdes bilesen
dagilimimi kapsamalidir.

— During incidents, the cut-off values may be re-evaluated, reflecting the
specific matrix and congener patterns of this single incident.

9) Vakalar esnasinda, tek vakanin tiirdes bilesen dagilimini ve spesifik
matriksini yansitacak sekilde, esik degerleri yeniden
degerlendirilebilir.

8. REPORTING OF THE RESULT
Confirmatory methods

(9) — Sonucun raporlanmasi
a) Dogrulama metotlar:

— Insofar as the used analytical procedure makes it possible, the analytical
results shall contain the levels of the individual PCDD/F and dioxin-like
PCB congeners and be reported as lower-bound, upper-bound and
medium-bound in order to include a maximum of information in the
reporting of the results and thereby enabling the interpretation of the results
according to specific requirements.

1) Kullamilan analitik prosediir elverdigi dlg¢iide, sonuclarin
raporlanmasinda maksimum bilgiyi igermesi ve dolayisiyla 6zel
hiikiimlere gore sonuglarin yorumlanabilmesine imkan saglamak i¢in
analitik sonuglar her bir PCDD/F, dioksin benzeri PCB tiirdes
bilesenlerinin seviyelerini igermeli; alt-sinir, {ist-sinir ve orta-sinir
olarak rapor edilmelidir.

— The report shall also include the method used for extraction of
PCDD/Fs, dioxin-like PCBs and lipids. The lipid content of the sample
shall be determined and reported for food samples with maximum levels
expressed on fat basis and an expected fat concentration in the range of 0
— 2 % (in correspondence to existing legislation), for other samples is the
determination of the lipid content optional.

2) Rapor, PCDD/F, dioksin benzeri PCB’ler ve yaglarin ekstraksiyonu
icin kullanilan metodu da icermelidir. Mevcut mevzuata gore % 0-2
araliginda yag igeren gida numunelerinin beklenen yag konsantrasyonu
raporda ifade edilmelidir; ve maksimum limit seviyesi yag iizerinden
ifade edilen gida numunelerinde numunenin yag miktar1 hesaplanmali
ve raporlanmalidir. Diger numuneler icin yag miktar1 belirlenmesi
istege baghdir.

— The recoveries of the individual internal standards must be made
available in case the recoveries are outside the range mentioned in point
6.2, in case the maximum level is exceeded (in this case, the recoveries for
one of the two duplicate analysis) and in other cases upon request.

3) Her bir i¢ standardin geri kazanimi; geri kazanimlar Ek-2 Madde 6
(b)’de bahsedilen aralik disinda oldugunda, maksimum limit
asildiginda (bu durumda, iki analizin biri i¢in geri kazanimlar) ve
bagka durumlarda talep edilmesi halinde belirtilmelidir.




— As the uncertainty of measurement is to be taken into account when
deciding about the compliance of a sample, this parameter shall also be
made available. Thus, analytical results shall be reported as x +/— U
whereby x is the analytical result and U is the expanded measurement
uncertainty using a coverage factor of 2 which gives a level of confidence
of approximately 95 %. In case of a separate determination of PCDD/ Fs
and dioxin-like-PCBs the sum of the estimated expanded uncertainty of the
separate analytical results of PCDD/Fs and dioxin-like PCBs has to be used
for the sum of PCDD/Fs and dioxin-like PCBs.

4) Numunenin uygunlugu hakkinda karar verilecegi zaman Olglim
belirsizligi dikkate alinacagi icin, bu parametre de belirtilmelidir.
Dolayisiyla, analitik sonuglar x+U seklinde raporlanmalidir. Burada (x)
analitik sonu¢ ve (U) ise kapsama faktorii olarak yaklasik %95°lik
giiven araligin1 veren “2” katsayisinin kullanildig1 genisletilmis 6l¢iim
belirsizligini ifade eder. PCDD/F’lerin ve dioksin benzeri PCB’lerin
ayr1 ayri tespit edilmesi durumunda; PCDD/F’lerin ve dioksin benzeri
PCB’lerin ayr1 ayr1 analitik sonuglarindan hesaplanan genisletilmis
Ol¢ciim belirsizligi toplami1 PCDD/F’lerin ve dioksin benzeri PCB’lerin
toplami i¢in kullanilmalidir.

—1If the uncertainty of measurement is taken into account by applying CCa
(as described in Annex 11, point 1V.2), this parameter shall be reported.

5) Olgiim belirsizligi CCa karar limiti uygulanarak [Ek-1 Madde 3 (b)]
hesaplanirsa, bu parametre raporlanmalidir.

— The results shall be expressed in the same units and with (at least) the
same number of significant figures as the maximum levels laid down in
Regulation (EC) No 1881/2006.

6) Sonugclar, Tiirk Gida Kodeksi — Bulasanlar Yonetmeligi’nde
belirtilen maksimum limitlerin birimi ile ayn1 birimlerde ve ayni
ondalik basamaginda ifade edilmelidir.

Bioanalytical screening methods

b) Biyoanalitik tarama metotlar:

— The result of the screening shall be expressed as compliant or suspected
to be non-compliant (suspected).

1) Tarama sonuglart uygun ya da uygunsuz olmasindan siiphe edilen
(stipheli) olarak agiklanmalidir.

— In addition, a result for PCDD/F and/or dioxin-like PCBs expressed in
Bioanalytical Equivalents (BEQ) (not TEQ) may be given (see Annex I,
point 1).

2) Ilave olarak, biyoanalitik esdegerlik olarak (BEQ) ifade edilen (TEQ
olarak ifade edilmeyen) PCDD/F ve/veya dioksin benzeri PCB’ler i¢in
bir sonug verilebilir. (Ek-2 Madde 2)

Samples with a response below the reporting limit shall be expressed as
lower than the reporting limit.

3) Raporlama limitinin altinda bir yanit veren numuneler, raporlama
limitinden daha diisiik olarak agiklanmalidir.

—For each type of sample matrix, the report shall mention the maximum
or action level on which the evaluation is based.

4) Her bir numune matriksi i¢in; rapor, degerlendirmenin esas
tutuldugu maksimum limit veya miidahale seviyesinden bahsetmelidir.

— The report shall mention the type of test applied, the basic test principle
and kind of calibration.

5) Rapor uygulanan analiz tipi, temel analiz prensibi ve kalibrasyon
cesidinden bahsetmelidir.

— The report shall also include the method used for extraction of
PCDD/Fs, dioxin-like PCBs and lipids. The lipid content of the sample
shall be determined and reported for food samples with maximum or action
levels expressed on fat basis and an expected fat concentration in the range
of 0 — 2 % (in correspondence to existing legislation), for other samples is
the determination of the lipid content optional.

6) Rapor, PCDD/F’ler, dioksin benzeri PCB’ler ve yaglar icin
kullanilan ekstraksiyon metodunu da igermelidir. Mevcut mevzuata
gore % 0-2 araliginda yag iceren gida numunelerinin beklenen yag
konsantrasyonu raporda ifade edilmelidir; ve maksimum limit ya da
miidahale seviyesi yag iizerinden ifade edilen gida numunelerinde
numunenin yag miktart hesaplanmali ve raporlanmalidir. Diger
numuneler i¢in yag miktar1 belirlenmesi istege baglidir.

— In case of samples suspected to be non-compliant, the report needs to

7) Uygunsuz oldugundan siiphelenilen numuneler i¢in, yapilmasi




include a note on the action to be taken. The concentration of PCDD/Fs
and the sum of PCDD/Fs and dioxin-like PCBs in those samples with
elevated levels has to be determined/confirmed by a confirmatory method.

gereken islem her ne ise raporda yer almalidir. Yiiksek seviyelere sahip
numunelerdeki PCDD/F ler ve PCDD/F ler ile dioksin benzeri PCB
lerin konsantrasyonlar1 dogrulama metodu ile tespit edilmeli ve
dogrulanmalidir.

Appendix to ANNEX I

WHO-TEFs for human risk assess: based on the conclusions of the Warld Health Organization (WHO) — Interna-
tional Programme on Chemical Safety (IPCS) expert meeting which was held in Geneva in June 2005 (Martin van den
Berg et al, The 2005 World Health Organization Re-evaluation of Human and Mammalian Toxic Equivalency Factors for
Dioxinz and Dioxin-like Compounds. Toxicological Sciences 93(2), 223-241 (2006))

Congener TEF value Congener TEF value
Dibenzo-p-dioxins (PCDDs} Non-orlIlelLlJ’if;isn-—Iji:;:];cj;rrllo PLBs
2,3,7.8-TCDD 1
Mon-ortho PCBs
1,2,3,7,8-PeCDD 1
1,2,3.4.7 8-HxCDD 0,1 PCE 77 0,0001
1,2,3,6,7 8-HxCDD 0,1 PCE 81 0,0003
1,2,3,7.8,9-HxCDD 01 PCE 126 0.1
1,2,3,4,8,7,8-HpCDD 0,01 PCE 169 0,03
oCoD 0,0003
Dibenzofurans (PCLFs) Mono-orthe PCEs

2,3,7.3-TCDF 0,1 PCE 105 0,00003
1,2,3,7,8-PeCDF 0,03 PCB 114 0,00003
2,3,4,7.8-PeCDF 03 PCE 118 0,00003
1,2,3.4,7 5-HxCDF 01 PCE 123 0,00003
1,2,3,6,7 8-HxCDF 0,1 PCE 156 0,00003
1,2,3,7.8,9-HxCDF 0,1 PCE 157 0,00003
2,3,4.6,7 8-HxCDF 0,1 PCE 167 0,00003
1,2,3,4,6,7 8-HpCDF 0,01 PCE 189 0,00003
1,2,3,4,7,8,9-HpCDF 0,01
OCDF 0,0003

Abbreviations used: ‘T = reera: Pe’ = penea; ‘Hx' = hexa; ‘Hp' = hepta: 0 = oceas ‘(DD = chlorodibenzodioxin: ‘CDF =
chlorodibenzofuran: ‘CE' = chlorobip henyl.

Tablo 6

Diinya Saglik Orgiitii tarafindan Haziran 2005°te, Cenevre’de
diizenlenen ‘Kimyasal Giivenilirlik Uluslararast Programi (IPCS)’nda
(Martin Van den Berg ve ark., ‘Dioksin ve Dioksin Benzeri Bilesiklerin

Insanlar ve Memeliler Icin Toksik Esdegerlik Faktorlerinin 2005 Diinya
Saglik Orgiitii Yeniden Degerlendirmesi’) kabul edilen, dioksin ve dioksin
benzeri bilesiklerin insanlar i¢in tehlike degerlerini gosteren Toksik
Esdegerlik Faktorleri (WHO-TEF, 2005) [Toxicological Sciences 93(2), 223-

241 (2006)]
Tiirdes bilesen TEF | Tirdes | TEF
degeri | bilesen | degeri
Dibenzo-p- Dioksin
dioksinler g%]é?lgr‘
(‘PCDD’ler) Non-
orto
PCB’ler
ve
Mono-
orto
PCB’ler
2,3,7,8-TCDD 1
1,2,3,7,8-PeCDD 1 Non-orto
PCB’ler
1,2,3,4,7,8-HXCDD 0,1 |PCB77 |0,0001
1,2,3,6,7,8-HXxCDD 0,1 |PCB81 |0,0003
1,2,3,7,8,9-HXCDD 0,1 |PCB126 |0,1
1,2,3,4,6,7,8- 0,01 | PCB169 | 0,03
HpCDD
OCDD 0,0003




Dibenzofuranlar Mono-
(‘PCDF’ler) orto
PCB’ler
2,3,7,8- TCDF 0,1 PCB 105 | 0,0000
3
1,2,3,7,8-PeCDF 0,03 | PCB 114 | 0,0000
3
2,3,4,7,8-PeCDF 0,3 PCB 118 | 0,0000
3
1,2,3,4,7,8-HXCDF 0,1 PCB 123 | 0,0000
3
1,2,3,6,7,8-HXCDF 0,1 PCB 156 | 0,0000
3
1,2,3,7,8,9-HXCDF 0,1 PCB 157 | 0,0000
3
2,3,4,6,7,8-HXCDF 0,1 PCB 167 | 0,0000
3
1,2,3,4,6,7,8-HpCDF | 0,01 | PCB 189 | 0,0000
3
1,2,3,4,7,8,9-HpCDF | 0,01
OCDF 0,0003
Kisaltmalar: T; Tetra/Dort, Pe; Penta/Bes,
Hx;Hekza/Alt1, Hp;Hepta/Yedi, O;Octa/Sekiz,
CDD:; Klorodibenzodioksin, CDF;
Klorodibenzofuran, CB; Klorobifenil

ANNEX IV EK-3

SAMPLE PREPARATION AND REQUIREMENTS FOR Dioksin Benzeri Olmayan PCB’lerin (PCB 28, 52, 101, 138, 153,
METHODS OF ANALYSIS USED IN CONTROL OF THE LEVELS | 180) Seviyesinin Kontroliinde Kullanilan Analiz Metotlar1 I¢cin
OF NON-DIOXIN-LIKE PCBS (PCB # 28, 52, 101, 138, 153, 180) IN Gereklilikler ve Numune Hazirlama Usul ve Esaslar:
CERTAIN FOODSTUFFS

The requirements set out in this Annex shall be applied where foodstuffs Bu ekte belirtilmis olan gereklilikler gidalarin dioksin benzeri olmayan
are analysed for the official control of the levels of non-dioxin-like PCB’ler in seviyeleri yoniinden resmi kontroller veya diger diizenleyici
polychlorinated biphenyls (non-dioxin-like PCBs) and for other regulatory | amaglar i¢in analiz edilmesi amaci ile diizenlenmistir.

purposes.

1. Applicable detection methods: (1) Uygulanabilir tespit metotlar:




Gas Chromatography/Electron Capture Detection (GC-ECD), GC-LRMS,
GC-MS/MS, GC-HRMS or equivalent methods.

Gaz kromatografi / Elektron Yakalayici Dedektor (GC/ECD),
GC/LRMS, GC/MS-MS, GC/HRMS veya esdeger metotlar.

2. ldentification and confirmation of analytes of interest:
— Relative retention time in relation to internal standards or reference
standards (acceptable deviation of +/— 0,25 %).

(2) Aranilan analitlerin tanimlanmasi ve dogrulanmasi
a) I¢ standartlar veya referans standartlara gére bagil alikonma zamani
(x % 0,25 kabul edilebilir sapmayla)

— Gas chromatographic separation of all six indicator PCBs (PCB 28,
PCB 52, PCB 101, PCB 138, PCB 153 and PCB 180) from interfering
substances, especially co-eluting PCBs, in particular if levels of samples
are in the range of legal limits and non-compliance is to be confirmed.
(Congeners often found to co-elute are e.g. PCB 28/31, PCB 52/69 and
PCB 138/163/164. For GC-MS also possible interferences from fragments
of higher chlorinated congeners have to be considered.)

b) Numunelerin seviyeleri yasal limitler araliginda oldugunda veya
uygunsuz olup olmadigi dogrulanacaksa, toplam alt1 adet indikator
PCB’lerin tamami1 (PCB 28, PCB 52, PCB 101, PCB 138, PCB 153 ve
PCB 180) girisim yapan bilesiklerden 06zellikle de birbirlerinden
ayrilmadan gelen PCB’lerden gaz kromatografik ayrimi

Birbirlerinden ayrilmadan gelen tiirdes bilesenler, genellikle, PCB
28/31, PCB 52/69 ve PCB 138/163/164 olarak bulunur. GC/MS igin
yiiksek klorlu tiirdes bilesenlerin fragmentlerinden gelebilecek
muhtemel girisimler de g6z dniinde bulundurulmalidir.

— For GC-MS techniques:

— Monitoring of at least:

— two specific ions for HRMS,

— two specific ions of m/z > 200 or three specific ions of m/z >100 for
LRMS,

— 1 precursor and 2 product ions for MS-MS.

c) GC/MS teknikleri igin:

1) En az izleme:

1) HRMS igin 2 spesifik iyon

i) LRMS icin m/z>200 ise 2 spesifik iyon ya da m/z>100 ise 3
spesifik iyon

iii) MS-MS icin 1 prekirsor ve 2 Urln iyonu

— Maximum permitted tolerances for abundance ratios for selected mass
fragments:

Relative deviation of abundance ratio of selected mass fragments from
theoretical abundance or calibration standard for target ion (most abundant
ion monitored) and qualifier ion(s):

2) Secilmis kiitle fragmentlerinin mevcudiyet oranlar1 i¢in maksimum
izin verilen toleranslar:

Secilmis kiitle fragmentlerinin mevcudiyet oraninin teorik
mevcudiyetten bagil sapmasi veya hedef iyon (izlenen iyonlardan en
cok bulunan) ve niteleyici iyon(lar) i¢in kalibrasyon standardi:

Relative intensiey of qualifier ionfz) GCELMS

GC-CI-ME, GC-Mse
compared o targer ion {relative devizrion) |

{relative devizdon)

= 50 % =10 % =10 %

= 20 % to 50 % =15% =15 %

= 10% t0 20 % =20 % = 30K

=10 % =50 %7 = 50 % (%)

1" Sufficient number of mass frapments with relacive meensity = 10 % availble, therefore not recommendable o use quali-
fier ionis) with a relacive intensiey of less than 10 % compared eo the target jon.

Hedef iyon ile GC-EI-MS | GC-CI-MS,
karsilagtirilan (bagil sapma) | GC-MS"
niteleyici (bag1l
iyonun(larin) bagil sapma)
yogunlugu
> %50 *+ %10 * %20
%20 - %50 + %15 + %25
%10 - %20 + %20 + %30
< %10 + %50 (***) + %50
(***)




(***)Bagil yogunlugu %10’dan yiiksek olan kiitle
fragmentlerinin yeterli sayisi. Bu nedenle hedef
iyon ile karsilagtirilan %10’dan daha diisiik bagil
yogunluga sahip niteleyici iyonlar kullanilmasi
onerilmemektedir.

— For GC-ECD:
Confirmation of results exceeding the tolerance with two GC columns with
stationary phases of different polarity.

¢) GC/ECD igin:
Farkl1 polariteli sabit fazlara sahip iki GC kolonu ile tolerans degerini
gecen sonuglarin dogrulanmasi.

3. Demonstration of performance of method:

Validation in the range of the maximum level (0,5 to 2 times the maximum
level) with an acceptable coefficient of variation for repeated analysis (see
requirements for intermediate precision in point 8).

(3) Metot performansinin gosterilmesi:

Tekrarlanan analizler i¢in kabul edilebilir varyasyon katsayisi ile
maksimum limit aralifinda gegerli kilma. (Maksimum limitin 0.5 - 2
kati seviye araliklarinda) (Bkz: EK-3 Madde 8, orta seviyede kesinlik
icin gereklilikler)

4. Limit of quantification:

The blank values shall not be higher than 30 % of the level of
contamination corresponding to the maximum level .

(D1t is highly recommendable to have a lower contribution of the reagent
blank level to the level of a contaminant in a sample. It is in the
responsibility of the laboratory to control the variation of blank levels, in
particular, if the blank levels are subtracted.

(4) Olgiim Limiti

Kor degerleri, maksimum limite karsilik gelen bulasan seviyesinin
%30’undan daha fazla olmamalidir.

Numunedeki bir bulasanin seviyesine kimyasal kor seviyesinin
katiliminin olabildigince diisiik olmas1 &nerilir. Ozellikle de kor
seviyelerinin ¢ikarildigi durumlarda, kor seviyelerindeki varyasyonun
kontrolii, laboratuvarin sorumlulugundadir.

5. Quality control:
Regular blank controls, analysis of spiked samples, quality control
samples, participation in interlaboratory studies on relevant matrices.

(5) Kalite Kontrol

Duzenli kor kontrolleri, standart eklenmis numunelerin analizi, kalite
kontrol numuneleri, ilgili matrislerde laboratuvarlararasi ¢alismalara
katilim.

6. Control of recoveries:
— Use of suitable internal standards with physico-chemical properties
comparable to analytes of interest.

(6) Geri kazanimlarin kontrolii
a) Aranilan analitin fizikokimyasal 6zellikleri ile karsilastirilabilir
uygun i¢ standartlarin kullanimi

— Addition of internal standards:

— Addition to products (before extraction and clean-up process);

— Addition also possible to extracted fat (before clean-up process), if
maximum level is expressed on fat basis.

b) I¢ standartlarin eklenmesi:

1) Uriinlere ekleme (ekstraksiyon ve clean-up isleminden 6nce)

2) Maksimum limit yag lizerinden ifade edilmis ise, ekstrakte edilmis
yaga eklemek de (clean-up isleminden dnce) miimkiindiir.




— Requirements for methods using all six isotope-labelled indicator PCB
congeners:

— Correction of results for recoveries of internal standards;

— Generally acceptable recoveries of isotope-labelled internal standards
are between 50 and 120 %;

— Lower or higher recoveries for individual congeners with a contribution
to the sum of the six indicator PCBs below 10 % are acceptable.

c) Alt1 adet izotop-isaretlenmis indikator PCB tiirdes bilesenleri
kullanan metotlar icin gereklilikler:

1) I¢ standartlarin geri kazanimlarina gore sonuglarin diizeltilmesi

2) Genel olarak izotop-isaretlenmis i¢ standartlarin kabul edilebilir geri
kazanimlar1 % 50-120 arasindadir.

3) Alt1 adet indikatdr PCB’lerin toplamina % 10’dan az katki saglayan
her bir tiirdes bilesen i¢in daha diisik veya daha yiliksek geri
kazanimlar kabul edilebilir.

— Requirements for methods using not all six isotope-labelled internal
standards or other internal standards:

— Control of recovery of internal standard(s) for every sample;

— Acceptable recoveries of internal standard(s) between 60 and 120 %;
— Correction of results for recoveries of internal standards.

¢) Alt1 adet izotop-isaretlenmis i¢ standartlarin hepsini kullanmayan
veya bagka i¢ standartlar kullanan metotlar i¢in gereklilikler:

1) Her numune i¢in i¢ standardin(larin) geri kazanim kontroli

2) I¢ standardin(larm) % 60-120 arasinda kabul edilebilir geri
kazanimlar1

3) I¢ standartlarin geri kazanimlarina gore sonuglarin diizeltilmesi

— The recoveries of unlabelled congeners shall be checked by spiked
samples or quality control samples with concentrations in the range of the
maximum level. Acceptable recoveries for these congeners are between 70
and 120 %.

d) Isaretlenmemis tiirdes bilesenlerin geri kazanimlari, maksimum
limit araligindaki konsantrasyonlara sahip kalite kontrol numuneleri ya
da standart eklenmis numunelerle kontrol edilmelidir. Bu tiirdes
bilesenler i¢in kabul edilebilir geri kazanimlar %70-120 arasindadir.

7. Requirements for laboratories: In accordance with the provisions of
Regulation (EC) No 882/2004, laboratories shall be accredited by a
recognised body operating in accordance with ISO Guide 58 to ensure that
they are applying analytical quality assurance. Laboratories shall be
accredited following the EN ISO/IEC 17025 standard.

(7) Laboratuvar gereklilikleri

a) Laboratuvarlar, 17.12.2011 tarih ve 28145 sayil1 Resmi Gazetede
yayimlanan Gida ve Yemin Resmi Kontrollerine Dair Y6netmeliginde
laboratuvarlar i¢in belirtilen hiikiimlere uymak zorundadir.

8. Performance characteristics: Criteria for the sum of the six
indicator PCBs at the maximum level:

(8) Performans karakteristikleri: Ilgilenilen seviyedeki alt1 adet
indikator PCB’ler toplami i¢in kriter

Trueness -Wto+30%

Intermediate precizion (RSD%) 0%

Difference berween upper and lower bound calculation < 20%

Gergeklik %(-30) -
%30

Orta seviyede < %20

kesinlik (% RSD)

Ust ve alt sinir < %20

hesaplama




arasindaki
farklilik

9. Reporting of results

(9) Sonuclarin raporlanmasi

—Insofar as the used analytical procedure makes it possible, the analytical
results shall contain the levels of the individual PCB congeners and be
reported as lower-bound, upper-bound and medium-bound in order to
include a maximum of information in the reporting of the results and
thereby enabling the interpretation of the results according to specific
requirements.

a) Kullanilan analitik prosediir elverdigi Olgiide, sonuglarin
raporlanmasinda maksimum bilgiyi igermesi ve dolayisiyla 06zel
hiikiimlere gore sonuglarin yorumlanabilmesine imkan saglamak i¢in
analitik sonuclar her bir PCB tilrdes bilesenlerinin seviyelerini
icermeli; alt-sinir, tist-sinir ve orta-sinir olarak rapor edilmelidir.

— The report shall also include the method used for extraction of PCBs
and lipids. The lipid content of the sample shall be determined and reported
for food samples with maximum levels expressed on fat basis and an
expected fat concentration in the range of 0 — 2 % (in correspondence to
existing legislation), for other samples is the determination of the lipid
content optional.

b) Rapor, PCB’lerin ve yaglarin ekstraksiyonu i¢in kullanilan metodu
da icermelidir. Mevcut mevzuata gore % 0-2 araliginda yag igeren
gida numunelerinin beklenen yag konsantrasyonu raporda ifade
edilmelidir; ve maksimum limitleri yag {izerinden ifade edilen gida
numunelerinde numunenin yag miktari belirlenmeli ve raporlanmalidir.
Diger numuneler i¢in yag miktarinin belirlenmesi istege baghidir.

— The recoveries of the individual internal standards must be made
available in case the recoveries are outside the range mentioned in point 6,
in case the maximum level is exceeded and in other cases upon request.

¢) Geri kazanimlarin Ek-3 Madde 6’da bahsedilen aralik disinda olmasi
durumunda, maksimum limitin asilmasi1 durumunda ve istege baglh
diger bitiin durumlarda her bir i¢ standardin geri kazanimi
belirtilmelidir.

— As the uncertainty of measurement is to be taken into account when
deciding about the compliance of a sample, this parameter shall also be
made available. Thus, analytical results shall be reported as x +/— U
whereby x is the analytical result and U is the expanded measurement
uncertainty using a coverage factor of 2 which gives a level of confidence
of approximately 95 %.

¢) Numunenin uygunluguna karar verirken ol¢iim belirsizligi dikkate
alindig1 igin, bu parametre de belirtilmelidir. Bu nedenle, analitik
sonuclar x+U olarak raporlanir. Burada x analitik sonucu, U ise
kapsama faktorii olarak yaklasik 9%95°lik bir gliven araligini veren “2”
katsayisinin kullanildigi, genisletilmis 6l¢iim belirsizligini ifade eder.

— If the uncertainty of measurement is taken into account by applying
CCa (as described in Annex II, point IV.1), this parameter shall be
reported.

d) Eger 6l¢tim belirsizligi karar limiti (CCa) uygulayarak [Ek-1 Madde
3 (a)] hesaba katiliyorsa, bu parametre rapor edilmelidir.

— The results shall be expressed in the same units and with (at least) the
same number of significant figures as the maximum levels laid down in
Regulation (EC) No 1881/2006.

e) Sonuglar, Tiirk Gida Kodeksi — Bulasanlar Yonetmeligi’nde
belirtilen maksimum limitlerin birimi ile ayn1 birimlerde ve ayni
ondalik basamaginda ifade edilmelidir.

GUIDANCE ON SAMPLING OF WHOLE FISHES OF DIFFERENT
SIZE AND/OR
WEIGHT
(referred to in 3rd indent of point 4.4. of Regulation (EC) 1883/2006)

EK-4
Farklh Boyut ve /veya Agirhkta Biitiin Halindeki Baliklardan
Numune Alma Kilavuzu




- In case no particular size or weight class/category predominates then
following sample procedure is proposed:

1) In case the size and/or weight of the fishes present in the batch differs
more than 50 % but less than 100 %: Two separate representative samples
are taken from each size or weight class/category within a batch.

2) In case the size and/or weight of the fishes present in the batch differ
more than 100%: Three separate representative samples are taken from
each size or weight class/category within a batch

Belirli bir boyut veya agirlik smifi/kategorisinin baskin olmadig
durumlarda asagidaki numune alma islemi Onerilir:

1) Partideki baliklarin boyut ve/veya agirhigir farki % 50’den fazla,
fakat % 100’den az oldugunda: Partiden her boyut veya agirlik
kategorisinden iki ayr1 temsili numune alinir.

2) Partideki baliklarin boyut ve/veya agirligi farki % 100°den
fazla ise: Partiden her boyut veya agirlik kategorisinden ii¢ ayr1 temsili
Numune alinir.

* The laboratory may perform a sequential analysis on the samples of the
different size/weight classes/categories of one batch, whereby the sample
representing the largest
fishes is analysed first.

*Laboratuvarda, partideki farkli boyut/agirlik ve sinif/kategorideki
numunelerde, en biiyiik boyuttaki baliklar1 temsil eden numuneler 6nce
olmak iizere, ardisik (sequential) analiz yapilir.

In case the analytical of this sample is in conformity with the maximum
level, the whole batch is considered to be in conformity.

Bu numunenin analitik sonucu maksimum limite uygun ise, partinin
tamami uygun olarak degerlendirilir.

In case the analytical result of this sample is exceeding the EU maximum
level, then the sample taken from the next smaller size fishes is analysed
and if this analytical result is compliant then no analysis is necessary of the
sample taken from the smallest size fishes (in case batch is divided into
three size classes).

Bu numunenin analitik sonucu izin verilen maksimum limiti asiyor ise,
bir sonraki siradaki daha kiiciik boyuttaki baliklardan numune alinarak
analiz edilir ve bu analitik sonug uygun ise en kiiguk boydaki
baliklardan alinan numunelerde analiz yapilmasina gerek yoktur
(partinin ti¢ farkli boyut sinifina boliindiigli durumlarda).

In case the analytical result of the sample of the next smaller size fish is not
compliant with the EU maximum level, in case of three separate samples,
then the sample from the smallest size fishes is analysed.

Bir sonraki siradaki, daha kiiciik boyuttaki balik numunesinin analitik
sonucu maksimum limite uygun degilse, ii¢ ayrt numune olmasi
durumunda, en kii¢iik boyutta bulunan baliklardan alinan numune
analiz edilir.

* Based on the analytical results of one or more samples, the whole or parts
of the batch can be accepted or rejected.

*Bir veya daha fazla numunenin analitik sonuglarina dayanarak,
partinin tamami veya kisimlar1 kabul edilebilir veya reddedilebilir.

EXAMPLES

ORNEKLER

1) In case the size and/or weight of the fishes present in the batch
differs more than 50 % but less than 100 %: Two separate
representative samples are taken

from each size or weight class/category within a batch.

1) Partideki baliklarin sinifi/boyutu ve/veya agirhigr farki %
50’den fazla fakat % 100’den az oldugunda: Partiden her boyut veya
agirlik siifi/kategorisinden iki ayr1 temsili numune alinmalidir.

Example: 5 ton batch of fishes with from 2 kg to 3,5 kg.

Ornek: 2 kg ile 3.5 kg agirlik aralifinda baliklar1 igeren 5 tonluk parti.

One aggregate sample is taken of the smaller (batch relative) fish of about
2-2.75 kg: 10 incremental samples (fishes) are taken , the sample is
constituted from the muscle meat of the middle part of the fish (slice
backbone to belly) each of about 100 grams resulting in one sample of

Yaklagik 2-2.75 kg’lik daha kiigiik (goreceli parti) baliklardan bir adet
toplam pagal numune /baliklar) alinmalidir: 10 adet birincil numune
(balik) almmalidir, her biri 100 g olan ve baligin orta kisminin
(sirtindan  karina  dilimlendiginde) doku etinden olusan,




about 1 kg to be homogenised and analysed separately.

homojenizasyon ve analiz edilmek {izere hazirlanan yaklasik 1 kg’lik,
bir adet numune olusmalidir.

One aggregate sample is taken of the larger (batch relative) fish of about
2.75 -3,5 kg: 10 incremental samples (fishes) are taken , the sample is
constituted from the muscle meat of the middle part of the fish (slice
backbone to belly) each of about 100 grams resulting in one sample of
about 1 kg to be homogenised and analysed separately

Yaklasik 2.75-3.5 kg’lik daha biiytik (goreceli parti) baliklardan bir
adet pagal numune /baliklar) alinmalidir: 10 adet birincil numune
alinmalidir, her biri 100 g olan ve baligin orta kisminin (sirtindan
karina dilimlendiginde) kas etinden olusan, homojenizasyon ve analiz
edilmek tizere hazirlanan yaklasik 1 kg’lik, bir adet numune
olusmalidir.

A) Laboratory performs a sequential analysis:

- The sample of the larger fishes is homogenised and analysed separately.
In case the analytical result is compliant, the whole batch is compliant

- The sample of the larger fishes is homogenised and analysed separately.
In case the analytical result is non-compliant, then the sample of the
smaller fishes is homogenised and analysed separately.

-- In case the analytical result is non-compliant whole batch is non-
compliant

-- In case the analytical result is compliant, then the smaller fish (2-2.75
kg) has to be sorted out and this fish is compliant. The remaining larger
fish (2.75-3.5 kg) is not compliant.

A) Laboratuvarda ardigik analizlerin yapilmast:

- Daha biiyilik baliklardan alinan numune ayrica homojenize edilir ve
analiz edilir. Analiz sonucunun uygunlugu durumunda, partinin
tamami uygun kabul edilir.

- Daha biiyilik baliklardan alinan numune ayrica homojenize edilir ve
analiz edilir. Analiz sonucunun uygun olmadigi durumda, daha kiigiik
baliklardan alinan 6rnek ayrica homojenize edilerek analiz edilir.

- Analiz sonucunun uygun olmamasit durumunda partinin tamami
uygun degildir.

- Analiz sonucunun uygun olmasi durumunda, daha kii¢iik baliklar (2-
2.75 kg) ayrilmalidir ve bu baliklar uygun olarak degerlendirilmelidir.
Geriye kalan biiyiik baliklar ise (2.75-3.5 kg) uygun olmayan driin
olarak degerlendirilmelidir.

B) Laboratory analyses both samples at the same time

In case both analytical results are compliant, the whole batch is compliant
In case both analytical results are non-compliant, the whole batch is non-
compliant

In case the sample of the smaller fish (2-2.75 kg) is compliant and the
sample of the larger fish (2.75-3.5 kg) not, then the smaller fish (2-2.75 kg)
has to be sorted out and this fish is compliant. The remaining larger fish
(2.75-3.5 kg) is not compliant.

B) Her iki numunenin ayn1 zamandaki laboratuvar analizleri

Her iki analitik sonucun uygun olmasi durumda, partinin tamami
uygun bulunmalidir.

Her iki analitik sonuglarin uygun olmadigi durumda, partinin tamami
uygun degildir olarak degerlendirilmelidir.

Daha kiigiik baliklarin (2-2.75 kg) uygun bulunmasi ve daha biiyiik
baliklarin (2.75-3.5 kg) uygun olmamasi durumunda, daha kiigiik
baliklar (2-2.75 kg) secilip ayrilarak, uygun olarak
degerlendirilmelidir. Geri kalan biiyiik baliklar ise (2.75-3.5 kg) uygun
bulunmamalidir.

2) In case the size and/or weight of the fishes present in the batch
differ more than 100%: Three separate representative samples are
taken from each size or weight class/category within a batch

2) Partide bulunan baliklarda boyut ve/veya agirliklart farkinin %
100’den fazla olmast durumunda: Partiden her boyuttan veya agirlik
siifi/kategorisinden {i¢ ayr1 temsili numune alinmalidir.

Example: 10 ton batch of fishes with from 2 kg to 8 kg.

Ornek: 2 kg ile 8 kg agirlik araliginda baliklar1 igeren 10 tonluk parti




One aggregate sample is taken of the smaller (batch relative) fish of about
2-4 kg: 10 incremental samples (fishes) are taken , the sample is
constituted from the muscle meat of the middle part of the fish (slice
backbone to belly) each of about 100 grams resulting in one sample of
about 1 kg to be homogenised and analysed separately.

Yaklasik 2-4 kg’lik daha kiigiik (goreceli parti) baliklardan bir adet
toplam (aggregate) numune alinmalidir: 10 adet birincil numune
alinmalidir, her biri 100 g olan baligin orta kisminin (sirtindan karina
dilimlendiginde) kas etinden olusan, sonugta ayrica homojenize
edilmek ve analiz edilmek tizere yaklasik 1 kg’lik bir adet numuneden
olusmalidir.

One aggregate sample is taken of the fish of medium size (batch relative) of
about 4-6 kg: 10 incremental samples (fishes) are taken, the sample is
constituted from the muscle meat of the middle part of the fish (slice
backbone to belly) each of about 100 grams resulting in one sample of
about 1 kg to be homogenised and analysed separately

Yaklasik 4-6 kg’lik orta biiytikliikte (goreceli parti) baliklardan bir adet
toplam numune alinmalidir: 10 adet birincil numune alinmalidir, her
biri 100 g olan ve baligin orta kismmin (sirtindan karina
dilimlendiginde) kas etinden olusan, ayr1 ayr1 homojenize edilmek ve
analiz edilmek {izere hazirlanan yaklasik 1 kg’lik bir adet numuneden
olusmalidir.

One aggregate sample is taken of the larger (batch relative) fish of about
6-8 kg: 3 incremental samples (fishes) are taken , the sample is constituted
of the right side dorsolateral muscle meat in the middle part of the fish
each of about 350 grams resulting in one sample of about 1 kg to be
homogenised and analysed separately.

Yaklasik 6-8 kg’lik daha biiyiik (goreceli parti) baliklardan bir adet
toplam numune alinmalidir: 3 adet birincil numune alinmalidir, her
biri 350 g’lik olmak iizere baligin orta kismindaki dorsolateral (sirt-
yan) kas etinin sag tarafindan alinan, sonugta ayrica homojenize
edilmek ve analiz edilmek iizere yaklasik 1 kg’lik bir adet numuneden
olusmalidir.

A) Laboratory performs a sequential analysis:

- The sample of the larger fishes (6-8 kg) is homogenised and analysed
separately. In case the analytical result is compliant, the whole batch is
compliant

- The sample of the larger fishes (6-8 kg) is homogenised and analysed
separately. In case the analytical result is non-compliant, then the sample
of the medium sized fishes (6-8 kg) is homogenised and analysed
separately.

-- In case the analytical result of the sample of medium-sized fishes (4-6
kg) is compliant, then the larger fish (6-8 kg) has to be sorted out and this
fish (6-8 kg) is noncompliant. The remaining smaller (2-4 kg) and medium
size (4-6 kg) fish is compliant.

-- In case the analytical result of the sample of medium-sized fishes (4-6
kg) is noncompliant, then the sample of the smaller fish (2-4 kg) us
homogenised and analysed

-- -- In case the analytical result of the sample of smaller fishes (2-4 kg) is
noncompliant, then the whole batch of fish is non-compliant

A) Laboratuvarda ardisik analizlerin yapilmas:

- Daha biiyiik baliklardan alinan numune (6-8 kg) ayrica homojenize
edilerek, analiz edilir. Analiz sonucunun uygunlugu durumunda,
partinin tamami uygun kabul edilir.

- Daha biiytlik baliklardan alinan numune (6-8 kg) ayrica homojenize
edilerek, analiz edilir. Analiz sonucunun uygun olmadigi durumda,
orta boy bulylklikteki (4-6 kg) baliklara ait numuneler ayrica
homojenize edilerek analiz edilir.

- Orta boy baliklara (4-6 kg) ait analiz sonucunun uygun olmasi
durumunda, daha biiyiik baliklar (6-8 kg) se¢ilerek ayrilmalidir ve bu
balik (6-8 kg) uygun olmayan iiriin olarak degerlendirilmelidir. Geri
kalan daha kii¢iik baliklar (2-4 kg) ve orta biiyiikliikteki baliklar (4-6
kg) uygun olarak degerlendirilmelidir.

- Orta boy baliklara (4-6 kg) ait analiz sonucunun uygun olmamast
durumunda, daha kiiciik baliklar (2-4 kg) homojenize edilerek analiz
edilir.

- Daha kiictik baliklara (2-4 kg) ait analiz sonucunun uygun olmamasi




-- -- In case the analytical result of the sample of smaller fishes (2-4 kg) is
compliant, then the smaller fish (2-4 kg) has to be sorted out and this fish

(2-4 kg) is compliant. The remaining medium size (4-6 kg) and larger fish
(6-8 kg) is not compliant.

durumunda, partinin tamami iriin  olarak
degerlendirilmelidir.

- Daha kiiciik baliklara (2-4 kg) ait analiz sonucunun uygun olmast
durumunda, kiigiik baliklar segilerek ayrilir ve bu balik (2-4 kg) uygun
olarak degerlendirilmelidir. Geri kalan orta boy (4-6 kg) ve daha buytk

baliklar (6-8 kg) uygun olmayan olarak degerlendirilir.

uygun olmayan

B) Laboratory analyses all three samples at the same time

- In case all three analytical results are compliant, the whole batch is
compliant

- In case all three analytical results are non-compliant, the whole batch is
noncompliant

- In case the sample of the smaller fish (2-4 kg) is compliant and the
sample of the medium size (4-6 kg) and larger fish (6-8 kg) not, then the
smaller fish (2-4 kg) has to be sorted out and this fish is compliant. The
remaining medium size (4-6 kg) and larger fish (6-8 kg) is not compliant.

- In case the sample of the smaller (2-4 kg) and medium size fish (4-6 kg) is
compliant and the sample of the larger fish (6-8 kg) not, then the larger
fish (6-8 kg) has to be sorted out and this fish (6-8 kg) is hon- compliant.
The remaining smaller (2-4 kg) and medium size fish (4-6 kg) is compliant.

B) Her {i¢ numunenin ayn1 zamandaki laboratuvar analizleri

- Her {i¢ analitik sonucun uygun olmasi durumda, partinin tamami
uygun bulunmalidir.

- Her ¢ analitik sonucun uygun olmadigi durumda, partinin tamami
uygun degildir olarak degerlendirilmelidir

- Daha kiicik baliklarin (2-4 kg) uygun bulunmasi ve orta boy
baliklarin (4-6 kg) ve daha biiyiik baliklarin (6-8 kg) uygun olmamasi
durumunda, daha kiiclik baliklar (2-4 kg) segilip ayrilir ve bu baliklar
uygun olarak degerlendirilmelidir. Geri kalan orta boy baliklar (4-6
kg)ve daha blylk baliklar (6-8 kg) ise uygun olmayan Urln olarak
degerlendirilmelidir.

- Daha kiigiik baliklarin (2-4 kg) ve orta boy baliklarin (4-6 kg) uygun
olmas1 ve daha biiyiik baliklarin (6-8 kg) uygun olmamasi durumunda,
daha biiyiik baliklar (6-8 kg) se¢ilip ayrilir ve bu balik (6-8 kg) uygun
olmayan iiriin olarak degerlendirilmelidir. Geri kalan daha kiigiik
baliklar (2-4 kg) ve orta boy baliklar (4- 6 kg) ise uygun olarak
degerlendirilmelidir.




