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Committee Actions

The Com mit tee has one study that will be rec om mended
for First Ac tion sta tus in the near fu ture this study was “grand
fa thered” un der the new busi ness model and is ex empt from
those fund ing re quire ments: Mois ture in Spices, Vac uum Oven 
Method, C-14.—Study Di rec tor Louis Sanna, Gilroy Foods,
1350 Pacheco Pass Hwy, PO Box 1088, Gilroy, CA
95020-1088, Tel: 408-846-3452, Fax: 408-846-3152, E-mail:
lsanna@gilroyfoods.com.

Com mit tee C has iden ti fied 3 stud ies cur rently un der
in ves ti ga tion that have sig nif i cant health and/or safety
con se quences and rec om mends that AOAC fund these
im por tant studies.

(1) Use of Griess Re agents Con tain ing Va na dium (III) for
the Post-Col umn Derivatization and Si mul ta neous
De ter mi na tion of Ni trite and Ni trate in Baby Food.—Study
Di rec tors John A. Ca sa nova, Lois K. Gross, Sa rah E.
McMullen, and Frank J. Schenck, U.S. Food and Drug
Ad min is tra tion, 60 8th St, Atlanta, GA 30309.

(2) The Quantative Anal y sis of Color Ad di tives in Food.—
Study Di rec tor Sneh D. Bhandari, Silliker Lab o ra tory,
Chem is try, 1304 Halsted St, Chi cago Heights, IL 60411, Tel:
708-756-3211 (ext. 342), Fax: 708-756-0049, E-mail:
sneh.bhandari@silliker.com.

(3) Pes ti cide Res i dues in Wine.—Pro posed Study Di rec tor 
Mi chael Web ster, Al co hol and To bacco Tax and Trade Bu reau 
(TTB), Al co hol and To bacco Lab o ra tory, 6000 Ammendale
Rd, Beltsville, MD 20705, Tel: 240-264-1402, Fax:
240-264-1489, E-mail: mi chael.webster@ttb.gov.

Committee General Referee Reports

Al co holic Bev er ages

General Referee Ab dul Mabud, Al co hol and To bacco Tax
and Trade Bu reau (TTB), Al co hol and To bacco Lab o ra tory,
6000 Ammendale Rd, Beltsville, MD 20705, Tel:
240-264-1402, Fax: 240-264-1489, E-mail:
md.mabud@ttb.gov.

(1) Anal y sis of Car bo hy drate in Wine.—The U.S. Al co hol 
and To bacco Tax and Trade Bu reau (TTB) is in the pro cess of
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de vel op ing guide lines for al co hol facts la bel in al co holic

bev er age prod ucts. One of the in gre di ents in the wine facts

la bel would be car bo hy drate con tent. The Wine In sti tute, in

col lab o ra tion with ETS Lab o ra tory, has de vel oped an HPLC

method for the anal y sis of car bo hy drates in wine and would

like to con duct a col lab o ra tive study through AOAC

IN TER NA TIONAL. Norma Hill, Sec re tary of AOAC

Meth ods Com mit tee C, has in formed GR that The Wine

Institute may fund the collaborative study. 

Com mit tee rec om mends that when the Wine In sti tute

of fi cially ap proaches the GR, GR will ap point a Study

Di rec tor for the col lab o ra tive. 

(2) Pes ti cide Res i dues in Wine.—Pes ti cide res i due in wine

has health con se quences, thus AOAC has an in ter est in

ini ti at ing col lab o ra tive study for pes ti cide res i due in wine.

The Na tional Lab o ra tory Cen ter of Al co hol and To bacco Tax

and Trade Bu reau (TTB) has de vel oped a GC/MS method for

the anal y sis of pes ti cide res i dues in wine. Mi chael Web ster, a

chem ist of TTB, has ex pressed an in ter est in serv ing as the

Study Di rec tor for a col lab o ra tive study for the method. The

is sue that is yet to be re solved is the $30K fee for the

col lab o ra tive study.  Com mit tee rec om mends the GR ap point

an SD, work with AOAC to find spon sors, and ini ti ate the

search for 10–12 laboratories for the collaborative.

(3) De ter mi na tion of Cy a nide in Stone Fruit Bran dies and

Li queurs by IC with Amperometric De tec tion.—Study

Di rec tor Norma Hill, Bu reau of Al co hol, To bacco and

Fire arms, Lab o ra tory Ser vices, 355 N. Wiget Ln, Wal nut

Creek, CA 94598, Tel: 925-280-3642, Fax: 925-280-3601.

Hy dro gen cy a nide (prus sic acid) is a nat u rally oc cur ring

con tam i nant in stone fruit bran dies and li queurs. The lev els of

free cy a nide and the as so ci ated toxic cya no hyd rins have

health con se quences. The ex ist ing AOAC Method (973.19) is

a qual i ta tive method for the de tec tion of cy a nide. Thus, a

method for the quan ti ta tive de ter mi na tion was de sired. Study

Di rec tor has com pleted the method de vel op ment and

val i da tion, but did not find any col lab o ra tors for the study. The 

study is cur rently on hold un til guid ance is re ceived from

OMB re gard ing the cost and pro ce dure to in cor po rate it as an

SLV/Reg u la tory Method in e-CAM. Norma Hill re ports that

her lab o ra tory has be gun work to up date and sim plify this

method us ing cur rent tech nol ogy. SD rec om mends dropping

this topic. When the new method has undergone SLV, it will

be submitted separately. 

Com mit tee rec om mends drop ping the topic at this time.

(4) Vanillin, Ethyl Vanillin, Coumarin, Maltol and Ethyl

Maltol in Bev er age Al co hol Prod ucts.—Study Di rec tor,

va cant. 

Com mit tee rec om mends drop ping the topic.

(5) Malt Bev er ages and Brew ing Ma te ri als.—Study

Di rec tor, va cant. Charles Eckermann re ports that there are a

num ber of top ics of in ter est to the brew ing in dus try. He is

con fi dent that he will be able to solicit a GR.

Com mit tee rec om mends con tin u ing the topic.

Color Ad di tives

GR Sneh D. Bhandari, Silliker Lab o ra tory, 1304 Halsted
St, Chi cago Heights, IL 60411, Tel: 708-756-3211 (ext. 342),
Fax: 708-756-0049, E-mail sneh.bhandari@silliker.com.

FDA reg u lates color ad di tives used in foods, drugs,
cos me tics and med i cal de vices in the United States. FDA
con ducts a cer tif i ca tion pro gram for batches of ad di tives that
are re quired to be cer ti fied be fore sale. Pub lic Health Se cu rity
and Bioterrorism Pre pared ness and Re sponse Act of 2002
re quires do mes tic and for eign man u fac tur ers of the color
ad di tives used as in gre di ents in food to reg is ter with FDA by
De cem ber 12, 2003. FDA re quires dec la ra tion of all the color
ad di tives in clud ing cer ti fied col ors in food and di etary
sup ple ments. If un de clared cer ti fi able col ors are found in a
sam ple, it can be con sid ered adul ter ated/misbranded. Color
ad di tives-re lated food re call ac counted for about 19% of all
the re calls re ported by FDA in the United States in 2003. The
use of color ad di tives and their con cen tra tions in food are
closely regulated in many other countries including Europe.

The cur rent AOAC Method 988.13 for FD&C color
ad di tives in food. is based on iso la tion of dif fer ent col ors from 
food ex tract us ing a C18 solid phase (Sep-Pak) and
ap pli ca tion of a scheme of dif fer ent amounts and
con cen tra tions of isopropanol. The col ors are iden ti fied by
spectrophotometry and con firmed by thin-layer
chro ma tog ra phy. This is a la bo ri ous and te dious
semiquan ti ta tive method. The spec tro pho to met ric meth ods
of ten prove in ad e quate in the anal y sis of food sam ples due to
the over lap ping of the spec tral ab sorp tion max ima. There is an 
ur gent need for val i da tion/de vel op ment of a sim ple, rapid,
ac cu rate and pre cise method for quantitation of FD&C col ors
in food and bev er age sam ples. Reg u la tory agen cies, food
in dus try and in de pend ent lab o ra to ries rou tinely an a lyze vast
num bers of food sam ples for FD&C col ors for com pli ance
and other pur poses. GR has iden ti fied a method, which is
sim ple and rapid. This is an HPLC-based method us ing a
spe cific gra di ent pro gram for elu tion of the col ors. The
de tec tion is in the vis i ble range. This is a sin gle lab o ra tory
val i dated method. A study was un der taken by GR re cently in
col lab o ra tion with the Bev er age Al co hol Lab o ra tory of the
Al co hol and To bacco Tax and Trade Bu reau for anal y sis of
syn thetic col ors in cer tain bev er age and candy sam ples. The
anal y sis was per formed by the HPLC method as well as by a
mod i fied AOAC TLC Method 988.13 (Dugar et al., 1994).
The pur pose of the study was to com pare the per for mance of
the HPLC method with a stan dard (con ven tional) TLC
method. The data was pre sented at the 118th AOAC annual
meeting in St. Louis.

One of the con ven tional meth ods to pu rify and con cen trate
col ors from the foods and bev er ages is to acid-fix the dyes to
vir gin wool. The dyes can be eluted out se lec tively with
am mo nia and other so lu tions. The ATF Meth ods of Anal y sis
Man ual (1991) de scribes this method for syn thetic dyes
anal y sis. A re cent pre lim i nary study by John Ca sa nova at
FDA An a lyt i cal Lab o ra to ries in At lanta eval u ated the use of
the vir gin wool against SPE col umns in the pro cess of

364  METH ODS COM MIT TEE RE PORTS: JOURNAL OF AOAC INTERNATIONAL VOL. 88, NO. 1, 2005



con cen tra tion and pu ri fi ca tion of col ors from a bev er age
sam ple with very low con cen tra tion of the dye. The SPE
col umns worked far better com pared to the vir gin wool to
re cover, purify, and concentrate synthetic colors from the
sample.

Recommendations

The GR rec om mends that the HPLC method con tinue to be 
fur ther stud ied col labor atively us ing the AOAC pro to cols.
Col lab o ra tors are so lic ited to study this HPLC method for
FD&C col ors, spe cif i cally, Yel low 5 and 6, Red 2, 3 and 40,
Blue 1 and 2, and Green 3. Those who are in ter ested please
contact the GR.

Com mit tee rec om mends mov ing this topic as a study un der 
Food Ad di tives. SD has vol un teered to con tinue un der those
cir cum stances.

Filth and Ex tra ne ous Ma te ri als in Foods and Drugs

GR has re tired. No re port. In Oc to ber 2003, Mickey
An der son of the FDA ex pressed in ter est in suc ceed ing to the
po si tion of GR. Re peated at tempts to con tact An der son on this 
point have met with no response.

Alan Olsen has vol un teered to con tinue as GR, if the
com mit tee is un able to re cruit as suc ces sor. Ben Canas re ports
that FDA is ac tively mov ing to re cruit a suc ces sor to Olsen.

The Com mit tee thanks Olsen for his of fer and rec om mends 
the GR position be held open pend ing the re sult of the FDA
re cruit ment effort.

Fla vors

GR Janet M. Scalese, Bu reau of Al co hol, To bacco and
Fire arms, Na tional Lab o ra tory Cen ter, 1401 Re search Blvd,
Rockville, MD 20850, Tel: 301-217-5763, Fax:
301-413-9463, E-mail: jmscalese@atfhq.atf.treas.gov.

De ter mi na tion of site-spe cific (D/H) ra tios in vanillin by
2
H-NMR: Study Di rec tor Eric Jamin, Eurofins Sci en tific, Rue

Bobierre BP 42301, F-44323 Nantes cedex 3, E-mail:
EricJamin@Eurofins.com. Ac cord ing to the de sign of the
study, a fa mil iar iza tion sam ple was cir cu lated to the
par tic i pants in the be gin ning of 2001. Eight lab o ra to ries
per formed the anal y ses. This pretrial was suc cess ful and
al lowed us to pro vide some ad di tional ad vice to some of the
lab o ra to ries re gard ing data treat ment. At this stage it can be
fore seen that rea son ably re pro duc ible val ues can be achieved
by the se lected group of lab o ra to ries. Ten lab o ra to ries have
agreed to par tic i pate in the fi nal trial (2 of them will have to
analyze the familiarization samples first).

The sam ples of the proper trial have al ready been pre pared, 
tested for ho mo ge ne ity, and dis patched to the 10 par tic i pat ing
lab o ra to ries. Al though the dead line for re port ing re sults is
now passed, only 8 out of 10 lab o ra to ries have re ported
re sults. There are sev eral rea sons for this but the main one is
ob vi ously the amount of NMR spec trom e ter time re quired.
How ever we are still con fi dent that at least 9 lab o ra to ries can
send their re sults. We are fol low ing up the prog ress and hope
to send a report by the end of this year. 

Com mit tee rec om mends con tin u a tion of this study.
The GR has ac cepted the po si tion of Com mit tee Mem ber.

The Com mit tee is ac tively search ing for a new GR for this
topic.

Food Ad di tives

GR John Ca sa nova, U.S. Food and Drug Ad min is tra tion,
60 Eighth St, At lanta, GA 30309, Tel: 404-253-1200 ext.
5342, E-mail: jcasanov@ora.fda.gov.

Use of Griess Re agents Con tain ing Va na dium (III) for the
Post-Col umn Derivatization and Si mul ta neous
De ter mi na tion of Ni trite and Ni trate in Baby Food: Study
Di rec tors John A. Ca sa nova, Lois K. Gross, Sa rah E.
McMullen, and Frank J. Schenck, U.S. Food and Drug
Ad min is tra tion, 60 8th St, Atlanta, GA 30309.

This pub li ca tion has been com pleted and will be sub mit ted
to JAOAC in the very near fu ture (Au gust 2004).

The Com mit tee rec om mends sub mis sion of this topic to
the Com mit tee and to OMB for of fi cial review.

In ad di tion, there are a num ber of pro jects un der way:
(1) Anal y sis of carboxylic ac ids in sea food: The lack of

suit able pro ce dures for ac ids in sea food has prompted some of 
us in the agency to find new ex trac tion and anal y sis meth ods.
Con fir ma tory meth ods are also pres ently being explored.

The Com mit tee rec om mends the ap point ment of aN SD for 
this topic.

(2) Quantative anal y sis of color ad di tive in Food:
Anal y sis of color ad di tives in a va ri ety of ma tri xes: the ef fort
this fis cal year will be to col lab o rate with other lab o ra to ries
(e.g., Silliker Labs) with a method to an a lyze color ad di tives
in a va ri ety of food ma tri xes; spe cial em pha sis is be ing placed
on the sam ple prep a ra tion be cause this area has tra di tion ally
caused the most difficulties.

The Com mit tee rec om mends con sol i da tion of this study
with the GR for Col ors.

(3) De ter mi na tion of N-methyl carbamate res i dues in high 
mois ture food ma tri xes: Work has been un der way to ex pand
the num ber of N-methyl car ba mates pres ently an a lyzed in the
agency from 11 to around 37 or more in cur rent use around the 
world. All 37 have been run on at least 3 col umns of dif fer ent
po lar ity to as sess per for mance of the sep a ra tion in gen eral.
Fur ther work will ex pand the ex trac tion pro ce dures to dry
com mod i ties (e.g., an i mal feeds, grains, etc.) in or der to
in crease the scope of regulatory products analyzed. 

The Com mit tee rec om mends the ap point ment of an SD for
this topic.

Nonalcoholic Bev er ages

No GR. No re port.
The FDA has ex pressed an in ter est in ap point ing a GR for

this im por tant topic.
The Com mit tee rec om mends keep ing this topic.

Spices and Other Con di ments

GR Ro man Grypa, McCormick & Co., Inc., 202 Wight
Ave, Hunt Val ley, MD 21031, Tel: 410-527-6531, Fax:
410-527-6527, E-mail: ro man_grypa@mccormick.com.
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Recommendations

Mois ture in Spices, Vac uum Oven Method, C-14.—Study
Di rec tor Louis Sanna, Gilroy Foods, 1350 Pacheco Pass Hwy, 
PO Box 1088, Gilroy, CA 95020-1088, Tel: 408-846-3452,
Fax: 408-846-3152, E-mail: lsanna@gilroyfoods.com. Fi nal
study manu script has been sub mit ted for re view. Rec om mend
ex pe dit ing pro cess to move this method to First Ac tion
Of fi cial Method adop tion or discontinue this topic.

The Com mit tee is in the pro cess of con sol i dat ing the
pa per work in or der to move this study to First Ac tion status.

Wa ter Ac tiv ity of Spices.—Study Di rec tor Pi erre Metra,
Lareal, PO Box 234, Vannes Cedex 56006, France, Tel:
33-2-9-754-5455, Fax: 33-2-9-754-5464, E-mail:
pmetra@lareal.com. No re port re ceived. Con tinue study.

The Com mit tee rec om mends the SD find a spon sor for this
study.

Mois ture and To tal Fat in Dress ing, Sauces, and
Con di ments by Rapid Mi cro wave Dry ing and Au to matic
Sol vents Ex trac tion, Cg013.—Study Di rec tor John Brill,
McCormick & Co., Inc., 204 Wight Ave, Hunt Val ley, MD
21031, Tel: 410-771-7975, Fax: 410-527-8071, E-mail:

John_Brill@McCormick.com. Col lab o ra tive study pro to col
has been sub mit ted for re view. There is no in ter est from
in dus trial con tacts to fund this col lab o ra tive study.
Rec om mend con tin u a tion of this study mov ing forward, if
AOAC funds this study.

This topic does not have reg u la tory, health, or safety
con se quences. It is un likely that AOAC will fund this study.
The Com mit tee rec om mends the SD find a spon sor for this
study.

Piperine in Black Pep per (AOAC Of fi cial Method
987.07).—Rec om mend chang ing the ex trac tion and op ti cal
sol vent from eth yl ene dichloride to eth a nol. The Amer i can
Spice Trade As so ci a tion (ASTA Method 12.1) and the
In ter na tional Or ga ni za tion for Stan dard iza tion (ISO Method
5564:1982) ex tract piperine from black and white pep per with 
eth a nol. Chang ing the ex trac tion sol vent in AOAC Method
987.07 would make these 3 an a lyt i cal meth ods iden ti cal. A
peer re view study can be per formed to doc u ment dif fer ences
in piperine con tent in black pepper that occur by switching
extraction solvents.

The Committee recommends that an SD be appointed.
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