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Va cant  

Com mit tee Actions

The com mit tee com pleted the re view of 3 col lab o ra tive
study re ports and is in the fi nal stages of re view ing a fourth.
Two meth ods were adopted Of fi cial First Ac tion: 2004.01
De tec tion of 13C/12C Ra tio of Eth a nol De rived from Fruit
Juices and Ma ple Syrup by IRMS and 2004.05 To tal Fo late in
Ce real Prod ucts, Mi cro bi o log i cal As say Us ing Trienzyme
Ex trac tion. Two meth ods were ap proved as Of fi cial Fi nal

Ac tion: 2001.14 To tal Ni tro gen (Pro tein) Con tent of Cheese
by Kjeldahl Ni tro gen Anal y sis and 2000.18 Fat Con tent of
Raw and Pas teur ized Whole Milk—Gerber Method by Weight.
The Gen eral Ref eree for the topic of Pro cessed Veg e ta ble
Prod ucts resigned and the committee voted to discontinue the
topic.

Cereals and Cereal Products, Stephen R. Delwiche

(1) 2004.05 To tal Fo late in Ce real Prod ucts,
Mi cro bi o log i cal As say Us ing Trienzyme Ex trac tion: Study
Di rec tor Jon a than DeVries, Me dal lion Lab o ra to ries/Gen eral
Mills, 9000 Plym outh Ave N., Min ne ap o lis, MN 55427-3870, 
Tel: 763-764-2774, Fax: 763-764-7487, E-mail:
jon.devries@genmills.com. The method was ap proved
Of fi cial First Ac tion as Method 2004.05 in May 2004.
Method will be el i gi ble for Fi nal Action in 2006. Continue
study.

(2)  2002.01 Mea sure ment of Al pha-Am y lase Ac tiv ity in
White Wheat Flour, Milled Malt, and Mi cro bial En zyme
Prep a ra tions Us ing the Ceralpha As say: Study Di rec tor
Barry McCleary, Megazyme In ter na tional Ire land, Ltd., Bray
Busi ness Park, South ern Cross Rd, Bray, County Wicklow,
Ire land, Tel: +353-1-286-1220, Fax: +353-1-286-1264,
E-mail: info@megazyme.com. The method was suc cess fully
sub jected to interlaboratory eval u a tion and ap proved Of fi cial
First Ac tion in 2002. The method has been used for 10 years
and is the stan dard pro ce dure of the UK Flour Mill ing and
Bak ing As so ci a tion. Rec om mend method be approved Final
Action.

(3) As sess ment of Starch Past ing Qual ity by Rapid
Vis cos ity Anal y sis: Study Di rec tor Mark Bason, New port
Sci en tific, Unit 1, 2 Apollo St, Warrie wood, NSW, 2102,
Aus tra lia, Tel: 61-2-9979 6992, Fax: 61-2-9979 6993, E-mail: 
mark@new port.com.au. The method to be as sessed is a
viscometric anal y sis of var i ous types of starch pastes cooked
un der de fined shear and tem per a ture re gimes. A pro to col was
eval u ated by the com mit tee in 2000 but not ap proved.
Sub stan tial re vi sion of the pro to col was re quested but has not
been acted upon. Recommend that topic be discontinued.

(4) 997.06 Pro tein (Crude) in Wheat, Whole Grain
Anal y sis, Near-In fra red Spec tro scopic  Method: Study
Di rec tor Ste phen R. Delwiche, U.S. De part ment of
Ag ri cul ture, ARS, Henry A. Wallace, Beltsville Ag ri cul tural
Re search Cen ter, Build ing 303 BARC-East, 10300 Bal ti more
Ave, Beltsville, MD 20705-2350, Tel: 301-504-8450, Fax:
301-504-9466, E-mail: delwiche@ba.ars.usda.gov. The Study 
Di rec tor re al ized that the method had never been
rec om mended for Fi nal Ac tion, but should be. The method is
in use and no prob lems have been re ported. Rec om mend Final 
Action approval.
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Chocolate and Cacao Products, Simon J. Freeman

(1) Shell in Co coa Prod ucts: Topic Ad vi sor W. Jeffrey
Hurst, Her shey Foods Co., Her shey Foods Tech ni cal Cen ter,
PO Box 805, Her shey, PA 17033, Tel: 717-534-5145, Fax:
717-534-6132, E-mail: whurst@hersheys.com. The pri mary
pub lished meth ods for de ter mi na tion of shell con tent in co coa
are still re lated to the de ter mi na tion of the 2 fatty acid
tryptamides (lignoceric acid tryptamide [LAT] and behenic
acid tryptamide [BAT]), al though other ap proaches such as
car bo hy drate con tent or the use of near in fra red spec tros copy
have been proposed. Continue study.

(2) Car bo hy drates in Choc o late Prod ucts: Topic Ad vi sor
W. Jeffrey Hurst (see 1). Method 930.13 (Fruc tose, Glu cose,
Su crose, Malt ose, and Lac tose in Choc o late Prod ucts)
con tin ues to be widely used by the con fec tion ery in dus try.
How ever, many lab o ra to ries are now us ing HPAEC with
pulsed amperometric de tec tion (PAD) and a gold elec trode as
an al ter na tive to the cur rent method, al though this has not yet
been peer-ver i fied. Such a study would be ini ti ated once
fund ing has been obtained. Continue study.

Dairy Chemistry, Robert L. Bradley, Jr

No re port re ceived. The chair, how ever, is aware of the
fol low ing:

(1) 2001.14 To tal Ni tro gen (Pro tein) Con tent of Cheese by 
Kjeldahl Ni tro gen Anal y sis: Study Di rec tors Joanna M. Lynch 
and Da vid M. Barbano, Cor nell Uni ver sity, 207 Stock ing
Hall, Ithaca, NY 14853, Tel: 607-273-6307, Fax:
607-254-4868, E-mail: JL72@cor nell.edu,
dmb37@cor nell.edu. The method was ap proved Fi nal Ac tion
in Jan u ary 2004. Dis con tinue topic and ap point Study
Di rec tors Lynch and Barbano as Method Advisors.

(2) 972.16 In fra red Spec tro scopic Meth ods for the
De ter mi na tion of Milk Com po si tion: Topic Ad vi sors Barbano
(see 1) and Lynch (see 1) are plan ning to write a manu script
and re vi sion of the precalibration qual ity as sur ance por tions
of Method 972.16. Dur ing the past year, stud ies were
con ducted to com pare the per for mance of mod i fied liq uid
cal i bra tion sam ples and tra di tional com mer cial cal i bra tion
sam ples. Com pared to the tra di tional sam ples, the mod i fied
sam ples re sulted in im proved method per for mance and a more 
sta ble cal i bra tion. Manu scripts de scrib ing these stud ies are
be ing pre pared. An AOAC col lab o ra tive study of dif fer ent
cal i bra tion meth ods (e.g., MLR, fixed intercorrection fac tors,
etc.) is be ing planned. Cal i bra tion meth ods in AOAC Method
972.16 have never been collaboratively studied. Method
should stay at First Action. Continue study.

(3) Lac tose in Milk: Topic Ad vi sors Barbano (see 1) and
Lynch (see 1) re port work is con tin u ing on a non pro pri etary
method for the en zy matic de ter mi na tion of the an hy drous
lac tose con tent of milk. The sam ple prep a ra tion pro ce dure has 
been re vised to elim i nate the need for ad just ment of pH of the
fil trate from the Carrez so lu tions us ing NaOH. This has
im proved the fil tra tion (faster and fil trates are more clear) and
re peat abil ity of the method. A col lab o ra tive study is planned
for the fall/winter of 2004. Continue study.

(4) 2000.18 Fat Con tent of Raw and Pas teur ized Whole
Milk, Gerber Method by Weight: Study Di rec tor Mar tin
Mitch ell, Cer ti fied Lab o ra to ries, Inc., 200 Ex press St,
Plainview, NY 11803, Tel: 516-576-1400, Fax:
516-576-1410, E-mail: corp@800certlab.com. The method
was ap proved Fi nal Ac tion in Jan u ary 2004. Dis con tinue
topic.

(5) 2002.06 Trans-Retinyl Palmitate (Vi ta min A) in Fluid
Milks by HPLC: Study Di rec tor Douglas Hite, Ten nes see
De part ment of Ag ri cul ture, PO Box 40627, Melrose Sta tion,
Nash ville, TN 37220, Tel: 615-837-5317, Fax:
615-837-5516, E-mail: dhite@mail.state.tn.us. The Study
Di rec tor has iden ti fied that the regenerant so lu tion de scribed
in the method is no lon ger avail able from the sup plier. The
method should be mod i fied to re flect in-house prep a ra tion:
1 L LC grade hex ane, 10 mL gla cial ace tic acid, and 8 mL
2,2dimethoxy pro pane. The method is in use and no prob lems
have been re ported. Rec om mend the method be ap proved
Fi nal Ac tion and be ed ited to in clude in-house prep a ra tion of
the regeneration solution.

(6) 992.22 Io dine (as Io dide) in Pas teur ized Liq uid Milk
and Skim Milk Pow der, Liq uid Chro mato graphic Method:
There is cur rently no Study Di rec tor for this method. In the
ab sence of Study Di rec tor, the Gen eral Ref eree rec om mended
in 2002 that it be moved from First to Fi nal Ac tion. A mem ber
of the Of fi cial Meth ods Board (OMB), how ever, re ported
ex pe ri enc ing prob lems with the method and asked for more
in for ma tion. The chair made con tact with one of the orig i nal
col lab o ra tors, who said that the method worked well but was
rarely used be cause al ter na tive meth ods are avail able. The
chair also con tacted the orig i nal Study Di rec tor (Da vid Sertl)
who then cor re sponded with the OMB mem ber’s lab o ra tory.
Rec om mend that the method be approved Final Action and
topic be discontinued.

(7) 998.04 Neu tral b-Galactosidase Ac tiv ity in In dus trial
En zyme Prep a ra tions: In the ab sence of a Study Di rec tor, the
Gen eral Ref eree rec om mended in 2001 that the method be
moved from First to Fi nal Ac tion. How ever, the OMB
iden ti fied sig nif i cant is sues with the de scrip tion of the
eval u a tion of the ONPG re agent and re moved con sid er ation
for Fi nal Ac tion pend ing clar i fi ca tion. P. Randsdorp was
ap pointed as the new Study Di rec tor in 2002 but un for tu nately 
he passed away in 2003. The chair has been in con tact with the 
or ga ni za tion (DSM Food Spe cial ties) where Randsdorp was
em ployed to see if an in di vid ual could be iden ti fied who could 
ad dress the method de scrip tion. Al though there was in ter est, it 
is not clear if any one will spe cif i cally be iden ti fied to make the 
nec es sary mod i fi ca tions. The lab o ra tory at DSM in di cated
that the ONPG eval u a tion it self might not be nec es sary
any more be cause of im prove ments in the quality of
commercially available ONPG. Recommend the method be
repealed.

Fruit and Fruit Prod ucts, Da vid Hammond

(1) FE20 De ter mi na tion of To tal Monomeric Anthocyanin 
Pig ment Con tent of Fruit Juices, Bev er ages, Nat u ral
Colorants, and Wines by the pH Dif fer en tial Method: Study
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Director Jungmin Lee, Or e gon State Uni ver sity, De part ment
of Food Sci ence and Tech nol ogy, Corvallis, Or e gon 97331,
Tel: 541-737-6490 or 3591, Fax 541-737-1877, E-mail:
leeju@onid.orst.edu. The pH dif fer en tial method is a rapid
and sim ple spec tro pho to met ric method based on the
anthocyanin struc tural trans for ma tion that oc curs with a
change in pH. A pro to col was ap proved in 2002, the
col lab o ra tive study was con ducted in 2003, and a re port was
sub mit ted. Seven Youden pair ma te ri als (rep re sent ing fruit
juices, bev er ages, nat u ral colorants, and wines) were tested.
The RSDr ranged from 1.06 to 4.16% and the RSDR ranged
from 2.69 to 10.12%. HORRAT val ues were well within the
ac cept able range (0.30–1.33). These fea tures showed that the
method was de scribed well and re turned re li able re sults.
Is sues as so ci ated with re cov ery of the stan dard were
ad dressed. The col lab o ra tive study re port is currently being
reviewed by the committee. Continue study.

(2) FE12 Hy dro lyzed Inulin Syrup and High Fruc tose
Corn Syrup De tec tion in Ap ple Juice by GC: Study Di rec tor
Mi chael McLaughlin, U.S. Food and Drug Ad min is tra tion,
Cen ter for Food Safety and Ap plied Nu tri tion, HFS-347, 5100 
Paint Branch Pkwy, Col lege Park, MD 20740-3835, Tel:
301-436-1958, E-mail: michael.mclaughlin@cfsan.fda.gov.
A col lab o ra tive study was con ducted. Re sults ob tained for the
de tec tion of high fruc tose corn syrup (HFCS) and hy dro lyzed
inulin syrup (HIS) were good and the method showed a high
sen si tiv ity (p+; be tween 0.9733 and 0.9867) and a low false
neg a tive rate (pf; 0.0133–0.0267). How ever, the com mit tee
could not rec om mend the method be adopted as Of fi cial First
Ac tion be cause only one ma te rial was used in the study: a
sin gle ap ple juice con cen trate spiked at 2 lev els with HFCS
and at 2 lev els with HIS. Al though this ma te rial was
spe cif i cally se lected be cause it con tained a mod er ate level of
com plex oli go sac cha rides, the cri te ria for ac cep tance of a
method based on the AOAC/Har mo nized Guide lines re quires
a min i mum of 5 in de pend ent rep re sen ta tive ma te ri als. A new
pro to col is be ing pre pared and the Study Di rec tor and General
Referee will discuss this during the AOAC Annual Meeting in 
St. Louis. Continue study.

(3) FE19 De ter mi na tion of Hypoglycin-A in Canned
Ackee Fruit by Liq uid Chro ma tog ra phy: Study Di rec tor
George Ware, U.S. Food and Drug Ad min is tra tion, 60 8th St
NE, At lanta, GA 30309, Tel: 404-253-2249, Fax:
404-253-1209, E-mail: gware@ora.fda.gov. Hypoglycin-A is
a toxic com pound found in un ripe Ackee fruit but not pres ent
at sig nif i cant con cen tra tions in the ripe ma te rial. There is a
reg u la tory need to have a col labor atively tested pro ce dure for
hypoglycin-A anal y sis in canned fruit. Dur ing the ini tial
re view of the pro to col, a ma jor short com ing was iden ti fied,
which was the lack of a com mer cial source of pure
hypoglycin-A. The Study Di rec tor has since iden ti fied a
po ten tially fea si ble man u fac tur ing pro cess. The FDA At lanta
lab o ra tory, with the help of a lo cal uni ver sity chem is try
de part ment, is work ing on this syn the sis and the HG-A should
be avail able early in the fall. Com mer cial dis trib u tors have
ex pressed the will ing ness to make it avail able for purchase.

Recommend that a revised protocol be submitted and continue 
study.

(4) 2004.01 De tec tion of 13C/12C Ra tio of Eth a nol De rived 
from Fruit Juices and Ma ple Syrup by IRMS: Study Di rec tors
Eric Jamin and Gilles Mar tin, Eurofins, Site De La
Geraudiere, Rue Bobierre, BP42301, F-44323 Nantes, Cedex
03, France, Tel: 33-2-51-83-21-00, Fax: 33-2-51-83-21-11,
E-mail: EricJamin@Eurofins.com. The method was ap proved 
Of fi cial First Ac tion in 2004 as Method 2004.01. The method
will be el i gi ble for Fi nal Ac tion in 2006. Continue study.

(5) De tec tion of Com po nents As so ci ated with Pulpwash in 
Or ange Juice: Method Ad vi sor Paul Concalon, Florida
De part ment of Cit rus, 1115 E. Me mo rial Blvd, Lakeland, FL
33802-0148, Tel: 941-499-2490, E-mail:
pcancalo@cit rus.state.fl.us. The Study Di rec tor has drawn up
2 sep a rate meth ods to check for the pres ence of 3 mark ers
(phlorin, narirutin, and didymin) which are as so ci ated with
wa ter extractable sol u ble sol ids (WESOS/pulpwash) or peel
ex tracts. The first of these pro ce dures uses cap il lary zone
elec tro pho re sis and UV de tec tion. The sec ond method is a
con ven tional HPLC pro ce dure linked with UV de tec tion. The
2 meth ods were as sessed via the AOAC peer val i da tion
ap proach and in volved 3 to 6 lab o ra to ries per method. The
data re turned were, how ever, poor. Only one lab o ra tory
re turned data us ing the CZE ap proach due to time pres sures
and pro ce dural prob lems with the method on their equip ment.
The pro to cols will be re viewed by the Study Di rec tor and
Gen eral Ref eree in St. Louis to see if the cause for the poor
results can be ascertained. Continue study.

(6) Cap il lary Elec tro pho re sis of Or ganic Ac ids in Juices:
Ten ta tive Method Ad vi sor Mi chael S. McCroan, Min ute
Maid/Coco-Cola North Amer ica, 2631 Or ange Ave, Apopka,
FL 32703, Tel: 407-814-2811, Fax: 407-814-9875, E-mail:
mmccroan@minutemaid.com. Some years ago a peer
val i da tion of a method for the anal y sis of or ganic ac ids was
con ducted us ing cap il lary zone elec tro pho re sis (CZE).
How ever, the data re turned from this were un ac cept able and
the orig i nal Study Di rec tor did not want to con tinue with this
study. The Gen eral Ref eree has iden ti fied McCroan to take
over the pro ject and rec om mends that he be appointed as
Method Advisor. Continue study.

Meat and Meat Products, William A. Trujillo

PVM 1:2003 The Rapid De ter mi na tion of Fat and
Mois ture in Meats by Mi cro wave and NMR Anal y sis: Method
Ad vi sor Cindy Moser, Pro ject Man ager, CEM Corp., 3100
Smith Farm Rd, Matthews, NC 28105, Tel: 704-821-7015,
Fax: 704-821-7896, E-mail: cindy.moser@cem.com. Method
was adopted as Peer Ver i fied Meth odsSM. 

Processed Vegetable Products, Vacant

(1) 985.26 Sol ids (To tal) in Pro cessed To mato Prod ucts,
Mi cro wave Oven Dry ing Method: Study Di rec tor Henry Chin, 
Na tional Food Pro ces sors As so ci a tion, 6363 Clark Ave,
Dub lin, CA 94568, Tel: 925-551-4234, Fax: 925-833-8795,
E-mail: hchin@nfpa-food.org. The Study Di rec tor is no
lon ger fol low ing the topic and has no feed back from us ers of
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the method for sev eral years. At tempts to con tact the
equip ment man u fac turer to as cer tain in ter est in up dat ing the
method were un suc cess ful. Method was moved to Sur plus
sta tus in Jan u ary 2004. Later on in 2004, how ever, the OMB
voted to elim i nate the “Sur plus” cat e gory from the OMA and
re turn all Sur plus meth ods to full ac tive sta tus. Thus, the
com mit tee’s at tempts to deal with this method ap pear to have
been an exercise in futility. Discontinue topic.

Seafoods, Steve Winters

(1) 999.01 Vol a tile Bases in Fish by Am mo nia Ion
Se lec tive Elec trode: Study Di rec tor Chris Ellis, Rhode Is land
De part ment of Health Lab o ra to ries, 20 Orms St, Prov i dence,
RI 02904, Tel: 401-222-5589, Fax: 401-222-6985, E-mail:
ChrisE@doh.state.ri.us. Work to date in di cates lim i ta tions of
the elec trode in eval u at ing the qual ity of long-term frozen
tuna. Ran cid ity fac tors are not picked up by the elec trode. The
test still serves as a good com par a tive in di ca tor be tween 2
treat ments in terms of their sta tis ti cal sim i lar ity. Recommend
Final Action approval.

(2) His ta mine De ter mi na tion by Flow In jec tion Anal y sis:
Method Ad vi sor James M. Hunger ford, U.S. Food and Drug
Ad min is tra tion, Sea food Prod ucts Re search Cen ter, 22201

23rd Dr, SE, Bothell, WA 98021, Tel: 425-483-4894, Fax:
425-483-4996, E-mail: jhungerf@ora.fda.gov. This method
con tin ues to be used for rapid screen ing of his ta mine in
finfish. A peer-level val i da tion of the method will be
con ducted this year. Prior to this, SAX clean-up of sam ples
will be eval u ated. Choice of clean-up pro ce dure will
em pha size ra pid ity since flow in jec tion anal y sis is able to
pro cess 60 in jec tions per hour and pro duce a cal i bra tion curve
in 10 min. Continue study.

(3) 996.15 Fish Flesh Con tent in Frozen Coated Fish ery
Prod ucts by End-Scrape Method: Study Di rec tor Jane E.
Fox-Dobson, c/o Massachusettes Di vi sion of Ma rine
Fish er ies, 30 Em er son Ave, Glou ces ter, MA 01930, Tel:
978-282-7463, Fax: 978-282-7463, E-mail:
Jane.E.Fox-Dobson@noaa.gov. No prog ress has been made
since last year’s re port. The Study Di rec tor rec om mended
add ing re cov ery fac tors for some of the prod ucts stud ied.
How ever, the po si tion of AOAC is that re cov ery fac tors are
tech ni cally not part of method per for mance and are not
en dorsed. Fur ther more, the col lab o ra tive study de sign is not
the ap pro pri ate venue for gen er at ing ac cu rate and re li able
fac tors. Thus, the eval u a tion and ap proval of re cov ery fac tors
is outside the charge of the committee. Discontinue study.

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


