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4%’ T PRODUCT 2. SAMPLE NUMBER

ANALYST WORKSHEET Crabmeat 202758

3 SEALS TJ INTACT 4. CATE RECEIVEC | 5. RECEIVED FROM 6 DISTRICT OR LAB

/- "|.XINoNE .33 BROKEN 11-15-02 Gianna R. Cosio DEN-DO
- e ————————
7 DESCRIPTION OF SAMPLE
g One cardboard box identified as *202758" by attached form FDA 525 containing 12 intact cans of product.

8. [ NOTAPPLICABLE  DECLAREUNT  1LB.-453.6 GRS s ] ORIGINAL(S) SUBMITTED
NET & NOTDETERMINED  AMOUNT FOUND Yne "~ 2 COPIES SUBMITTED
N- ———
TeNts | UNTSEXAMINED % OF DECLARED O none

10. SUMMARY OF ANALYSIS .
CONTAINER: Cylindrical metal can with a diameter of 10.0 cm and a height of 8.5 cm.

nd top of can. €Lk printing o0 berem of can .

LABELING Multi-colored printing sides an ar
CODE: “709202” in black ink on bortom of subs 1-3.
*609212" in black ink on botton of subs 4-5.
“209212" in black ink on bortom ot subs 6-7. /?
“209192” in black ink on bottom of sub 8. @O
“110012" in black ink on boom of sub 9. 4, @7
' “109132" in black ink on bowtom of sub 10. Oy L
%509212" in black ink on bottom of sub 12. l P Q)
d Code on bottom of sub 11 is not legible due to smudged ink. ﬁ 200.
“USE BY:™ date on sides not legible due to smudged ink. q ‘<
o
PRODUCT: Crabmeat. @
ANALYSIS: Chloramphenicol. 12 subs each individually analyzed.
METHOD: LIB 4289, “Confirmation of Chloramphenicol Residues in Crawfish by Electrospray LC/MS,”
. modified for crabmeat (See Attachment C).
RESULTS: 1ppb. 2ppb positive controi met confirmation criteria for chloramphenicol. Blanks and negative _

control failed 10 meet confirmation criteria for chloramphenicol.

_3/ Sampie met confirmation criteria for chloramphenicoi. p
- __ Sample failed to meet confirmation criteria for chloramphenicol.

11. RESERVE SAMPLE
One cardboard box officiaily sealed ~202758 11-15-02 Lori E. Hibbard™ and identified as in Block 7, containing | plastic bag

of product. idéntified“202758 sub | 11-15-02 LEH" and 11 cans of product, each identified “202758 LEH 11-15-02" and by
sub number 2-12. respectively. Each of 12 subs contains approximatety 350 g of product. Also contained in outer box is one
plastic bag containing 12 smaller bags of ground product (abqut 50 g), each identified 202758 11/15/02 LEH” and
designated as reserve of subs 1-12.
12, 2. ANALYST SIGNATURE (Broke Seal (L) 13.
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PRODUCT . SAMPLE NUMBER
‘T'GENERAL CONTINUATION SHEET Crabmeat 202758

“Standard Preparations (done by RHL)

USP reference standard Chioramphenicol (CAP), Lot N

5.088 mg CAP — 50.00m! acetonitrile (ACN) C=101.76 ugml STOCK
i
0.500m! — 50.00ml ACN C=1017.6 ng/ml{ INTERMEDIATE

I.Ole — 10.00m| ACN C=101.76 ng/mi FINAL
Balance used: Sartorius M5P Microbalance (FDA =1701450)

Originat data kept in logbook in lab.

Spiking Level

1ppb spike-
" 100ul Finai Std — 10.0g

100ul x 101.76ngrm! x Imi/1000ul = 1.02ppb

10.0g
+
2ppb splke-
200ul Final Std ~ 10. Og
* 200ul x 102.4ng/ml x Imi/1000u] = 2.04ppb
10.0g

Chromatographic Standard Preparation (done by RHL )

0.500m} Stock Std — 50.00m} 0.1% formic acid C

400ut — 10.00m!i 0.1% formic acidC = 40.7 ngzml  FINAL

1017.6 ngmi INTERMEDIATE

[

Standard level: .
40.7ngmi_x .250m! (final volume of samples) = 1.02ng:g or 1.02ppb
10.0g (sample size)

Soivent Blank

1% formic acid used 1o reconstitute dried extracts.
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PRODUCT  ¢w a ConDmens SAMPLE NUMBER
GENERAL CONTINUATION SHEET 5 Shrimp 3C535R

SAMPLE PREPARATION (done by LEX  op \1-15)

Aliquor of tssue taken from each subsample and weighed out to approximately 100g. Individual aliquots ground and
spht 1nto rwo bags — half for the analvsis and half for reserve.

Balance used: Sartorius 3713MP (FDA #NC90882) !

§
Weight o Aliquots:

A SRR \O\,ch)
=.n 3= 0| ‘-1(%3
s.p 3= 100364 ’
scp = VOO (ol ':5
Scw == 01 ud
s WL E \OQ.C&C?%
7

svd 1= '-CC'"?C%

* S\.ch: ‘Og'q:;ﬂ
2

S.o &= 0o\ 3333

_)\.’j O‘ Gl ‘-‘C)
Scbit T 100 .7?3

Stp13= OO .58,
—J
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e r—' PRODUCT SAMPLE NUMBER
GENERAL CONTINUATION SHEET Crabmeat 203758
= 1. "WEIGHINGS (done by LEX __ on \-15 &)
10g of tissue weighed out for analysis.
Sample 7/
Sub I: 10 Cig Sub 7: 9974
Sub 2: \0-003 Sub 8: ¢ Cig
Sub 3: C.olq §pb i1 .y /
Sub4: 10 CO Sub 10:/0.¢1 3 A
Sub 5: 1 COg Sub I1:10.01¢ V4
Sub 6: !’J'Oos Sub 12: \g.o\c;’ ———
Spike - -

Negative control weight (1ppb spike): 10.¢ 03
Negarive control weight (2ppb spike): ' ¢ -C‘C(j

Control
+

Negative conmol weight: O COS
»

>

Balance used for weighings:
Sartonus 373 mp

NCq093C
Gl

EXTRACTION (doneby LEH  on

Reagent blank. negative control. spije. and each subsample individually extracted and taken through analysis.

Spike Preparation (done by d  onu-1¥-¢c3)

Negative control wet-spikeg/with final standard solurion before taken through-extraction. See Spiking Levels for
amounts.

Reagent Blank Preparation

Reagents of ana}{sis taken through extraction minus tissue.

Deka wot Ueed. See pege 5 .

/

/

/
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pa SROBUCT SAMPLE NUMBER
" |Y“GENERAL CONTINUATION SHEET Crabwmect 20278 ¥

- Resu\lt;r o : [

*#xxxxre(+) if meets criterium. (-) if not met“““‘“

Sample | RT' %RA!'| %RA. |%RA | %RA |STfor |STfor |STfor ST for
(5% | of 194 |of 257 |of 194 | of 194in" | 257in | 194in | 257259 in }nmﬁnce
of std | inMS* | inMS? | inMS* | 257/259 | MS?of | MS?of | MS®of MSZ of/ (275% of
#1) of 321 | of321 |of323 |inMS® |321 321 323 1 ppb
”/z-./n of323 [ (10X | (10X | (10X (> ox spike)
[ FS control) | control) | control) ontrol)
Ippb std 7% ; ( £ /
4 (M /e /%zf (60 | 3 1 +/ = | +
Solvent —_— — —_ —_ — _7/ — —_—
Blank | = -
Control 4 (D 3 —_ ] — —_ (NMA AMA NMAR M —_—
1 ppb -
wke | + [/09 | 371/0 39| & v | v | s
2 ppb
mie | ¥ /00|37 /00137 | 4 | A ] ]+
Reagent — —_— — - —_— ———
Blank - — W —
Sub 1 —— om—
b | S7 —| | — — | -
Sub 2 R 2 /
¥ |1vo 377 |13 + 1l +1 + ] +~ | 4
Sub 3 —_ . __ _

A N o B X O s /| — —
Sub4 ‘L — — A _— — — — —
Ippb sid /% A + + 4
) 4 10 | 3L [ leo /36 | &+
Sub 3

v oalxd |9 /] - [— | — | = —| —
Sub 6 (&3 - —_—
Yl — 49 ] |~ ] ~ =
Sub 7 12z oS 74 - —_ — o
Sub 8 fudv+ | _ —_
+ |36 4 | —| — [ —
Sub 9 ~ —
Sub 10 1 -_ —_ —_ —
1 6o/ u\ 23 - — ~
Sub 11 R \ —_

e |~ =~ —=1 J =
Sub 12 —_— —_—

e .\—' 2 —_— ] — — —_— —
g’pb std }{g/ NOT | Ny e T

Rezcmxon Zime (RT) taken from the m/z 321—194 chromatogram.
%R A. ig"% relative abundance from spectral tabulation.
* ST is gfgnal threshold. Z

LEM W-33-C9 ) - -
Dava nat used due o standacd m)@cmn Saifure .

y Sale e -Cxracted] ~ . -
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- PRODUCT
GENERAL CONTINUATION SHEET Crabmeat

SAMPLE NUMBER

A1y

T

. WEIGHINGS (done by _LEW _on\i-19-0)
10g of tissue weighed out for analysis.
Sample
Sub I: 10 .01 Sub 7: *0-0\g
Sub 2: lc.a::\c;3 Sub 8: 4.99
Sub3: 1e.c Sub 9: 10.C9q
Sub4: ye.o ) Sub 10: \0 &3
Sub3: 10 o Sub |l: ve.00
Sub6: @ .ogs Sub 12: ¢ .~':,‘,.)
Spike

Negative control weight (1ppb spike): q .933

" Negative conmol weight (2ppb spikey /¢-¢ 14

Control

Negative conwol weight: /o1 9

Balance used for weighings:
Sartoriug 3N3mP

NCGCa20
EXTRACTION (done by C¥Y _ on /220y

Spike Preparation (done by R Y

amounts.

Reagent Blank Preparation

Reagents of analysis taken through exmaction minus tissue.

L]

Reagent biank. negative control. spike. and each subsampie individually extracted and taken thréugh analysis.

Negative control wet-spiked with final standard solution before taken through extracuon. See Spiking Leveis for

ANALYST(S)
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= PRODUCT
ERAL CONTINUATION SHEET

Crabmwéecer

SAMPLE NUMBER

20278

- Results "~
=

‘UM‘W (,yuu,c' C,(_a,l;- MM)

Y

wxaxexxr(1) if meets criterium. (-) if not meg*sss*sse*
[ Sample RT' %RA’| %RA. | %RA. | %RA. |ST°for |STfor | STfor | ST for Area
(=3% | of 194 | of 257 | of 194 | of 194 in 257 in 194 in 257/259 in | abundance
of std | inMS? | inMS? | inMS? | 257/259 | MS?of | MS?of | MS®*of | MS?of (=75% of
21) of 321 of 321 of 323 inMS? | 321 321 323 323 1 ppb
of 323 =10X 10X | (=z10X (= 10X spike)
control) | control) | conwol) ;| control)
lppbsid . .
sd e oo |39 Lo 13+ | F | F + |+
Soivent ! . - : _— —_— —
| Blank ' = —| — -
Conmol i — — _ — |V }4 p, /4 o, ,q . 4 _
lppb |
spike 2 + /o0 % ¢|/oo 3 5[ 4 + 7 {+ N/q»
2 ppb
soike 4 /o0 ?—7 /00 BC + 1 ‘{— + +
Reagent — —_ —_ —
Blank — — — _— —_— —
Sub2 | d ol
+ yvo| 4/ T3+ | ¥ + | + +
Sub 3 : +_ [ \r - e ‘ —_— —_— —
Sub 4 | — . _ — — _ — .
lppb std .
S 4 flec| Y2 | gol 33 ] 1 e+~ AN
Sub 3 v I _ — —_ — — ’ —_— — T — —
Sub 6
ST e | = === = =] = [~
ST R _ . -~ , — E —_ - —
Sub 3 M2 T
|+ ] 10D ] 3 Al |l — | — | = = | =
Sub 9 - — —
» |vo| 94119 [ S8 | — | —| —
Sub 10 — — —
: ylyzlztlyg | —] — —~
Sub 11
Sub 12
e T2 =~ — = A~ =1 —
lppb sud |
oty & |27 |00 39| | +| A A~ +
Retennun Time (RT) taken from the mvz 321—194 chromatogram.
%R.A. 1s % relauve abundance from spectral tabulation.
ST is signal threshold.
ANALYST(S )\ 7“/#:\
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PRODUCT SAMPLE NUMBER

GENERAL CONTINUATION SHEET Crabmeat 202758

v

Using an ion trap instrument the tollowing criteria must be met for positive qualitative confirmation of
chloramphenicol:

1) Spectral criterium: a) The ion m/z 194 [M-H-(NH;COCC!,H] must be observed in the MS? spectra from both
parent ions (m/z 321 and 323), and should be a predommant peak in the mass range m/z 100-300. b) In addition, the
ions corresponding to [M-H-(HCOCH]" (mvz 257 in MS? spectra of 321; m'z 257 and 259 in MS" spectra of 323)
must be observed with an approximate relative abundance to the base peak m/z 194 as is observed in the external
standards. Other peaks that may be observed in the MS? spectra. but are not required for contirmation. include m/z
249 {M-H-2HCD], mvz 176 [mvz 194 — (H,0)], and m/z 152. Any other predominant ions in the spectra should be
dble 10 be explained (i.e. present in reagent or matrix blank).

2) Signal threshold criterium: The integrated signal for the tollowing ion transitions (m/z 321—194, 323—194,
321257, 523—257+259) at the retention for CAP should be greater than or equal to ten times the signal from
these same ion transitions at the corresponding retention time from a matrix blank (control) analyzed the same day.

3) Retention time criterium: The retention time should be = 5% of an external standard run on thar day.

For lab classification purposes, the area abundance of the integrated signal for m/z 321—194 is evaluated against the
area abundance of the same signal in the |ppb spike.

Instrument Parameters

Finnegan LCQ DECA lon Trap Mass Spectrometer coupled to a modular Spectrasystem LC system. The components of
the LC system include a SCM1000 degasser. P4000 LC pump. AS3000 autosampler, and a UV6000LP UV/VIS
detector. The software used was Xcaliber Version 1.2.

4

The instrument was tuned with a | ng/uL CAP solution made by diluting 50 uL of CAP Stock Stancard solution.
*

The LC Column was an Xterra phenyl (2.1 x 100 mm. 3.5 u. Waters Corp. P/N 186001 180). .
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