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Com mit tee Ac tions

The Study Di rec tors of Com mit tee K had a busy and
fruit ful year. Sev eral col lab o ra tive studies have been
com pleted and or near com ple tion dur ing the past year. A few
SLV pro jects are ac tive. The scope of the work and the
in volve ment of all the Study Di rec tors and par tic i pat ing
lab o ra to ries are truly im pres sive. I sa lute and sin cerely
ap pre ci ate ev ery one’s hard work and ded i ca tion. Committee
K should con sider to rec om mend the Study Di rec tors Jo seph
Zhou and Mark Ro man as can di dates for the se lec tion of
“Study Di rec tor of the Year” to be awarded at the An nual
Meet ing. Last year, one of the Study Di rec tors within
Committee K was chosen to receive the honor.

(1) De ter mi na tion of Ephed rine Al ka loids in Di etary
Sup ple ments and Bo tani cals by LC/MS/MS: A col lab o ra tive
study was com pleted. De tails of the study were pub lished. A
pro to col en ti tled, “Com par i son of Var i ous Di lu tions for the
De ter mi na tion of Ephed rine-Type Al ka loids and In ter nal
Stan dard Re cov ery with and with out SPE Cleanup in
Bo tan i cal Raw Ma te rial and Ephedra Pow dered Ex tract” was
writ ten and ex e cuted as a pro ject re sult ing from the ephedra
fol low-up meet ing held at the 2003 AOAC
IN TER NA TIONAL meet ing. A manu script is in the pro cess
of being written to submit for publication. Continue study.

(2) De ter mi na tion of Ephed rine Al ka loids in Hu man
Urine and Plasma by LC/MS/MS: A col lab o ra tive study was
com pleted. De tails of the study were pub lished and the
method was adopted First Ac tion as an Of fi cial Meth odSM

2003.10. Continue study.

(3) De ter mi na tion of Glucosamine in Raw Ma te ri als and
Di etary Sup ple ments Con tain ing Glucosamine Sul fate and/or
Glucosamine Hy dro chlo ride by HPLC with FMOC-Su
Derivatization: A col lab o ra tive study was con ducted on the
method for the de ter mi na tion of glucosamine in raw ma te ri als
and di etary sup ple ments con tain ing glucosamine sul fate
and/or glucosamine hy dro chlo ride by HPLC with FMOC-Su
derivatization. Thir teen blind du pli cates of ma te ri als
con sist ing of var i ous com mer cial prod ucts, in clud ing tab lets,
cap sules, drink mix, and liq uid prod ucts as well as raw
ma te ri als, blanks, and spike re cov ery sam ples, were tested by
12 col lab o rat ing lab o ra to ries. The av er age de ter mi na tion
co ef fi cient of the cal i bra tion curves from the lab o ra to ries was
0.9995 with an RSD of 0.03%. The tests with the blank
sam ples and the sam ples with glucosamine spiked showed
good spec i fic ity of the method. The av er age spike re cov er ies
at the spike lev els of 100% and 150% were 99.0% with an
RSD of 2.1% and 101% with an RSD of 2.3%, re spec tively.
The test re sults be tween lab o ra to ries on each com mer cial
prod uct were re pro duc ible with all RSDs no more than 4.4%,
and the re sults were re peat able in the same lab o ra tory with an
av er age RSD of 2.7%. None of the re sults from the
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col lab o rat ing lab o ra to ries was out lier, partly indicating the
robustness of the method. It is recommended that this method
be adopted as Official First Action.

(4) HPLC-UV De ter mi na tion of Ephed rine Al ka loids in
Di etary Sup ple ments and Bo tani cals: The col lab o ra tive study
is com pleted, and the re sults have been pub lished in JAOAC.
The method was ap proved for Of fi cial First Ac tion for the
de ter mi na tion of ephed rine and pseudoephedrine in
bo tani cals and di etary sup ple ments, with the ex cep tion of
high-pro tein pow dered drink mixes. The method was not
ap proved for the de ter mi na tion of mi nor ephed rine al ka loids
in bo tani cals and di etary sup ple ments due to un ac cept able
re cov er ies in the spiked neg a tive con trol. There is some
ev i dence, how ever, in di cat ing that a con tent uni for mity
prob lem existed with the minor alkaloids in the spiked
negative controls.

A to tal of 11 lab o ra to ries par tic i pated in this study—5 U.S.
lab o ra to ries and 6 in ter na tional laboratoriess—how ever only
10 lab o ra to ries sub mit ted their data in time for publication. 

(5) Col lab o ra tive Study of a Method for the
De ter mi na tion of Beta-Car o tene in Sup ple ments and Raw
Ma te ri als by Re versed-Phase HPLC: Col lab o ra tive study is in 
prog ress. Data are be ing col lected and re viewed at the present
time. 

Single Laboratory Validation (SLV) Method Status

(1) St. John’s Wort: Sin gle Lab Val i da tion for the
De ter mi na tion of Com po nents in St. John’s Wort Raw and
Fin ished Prod ucts by High-Per for mance Liq uid
Chro ma tog ra phy with Photodiode Ar ray De tec tion: SLV
re port was re viewed. The next de ci sion for the com mit tee is to 
whether move this SLV to the full study.

(2) Aristolochic Acid in Tra di tional Chi nese Med i cines:
An ex pert re view panel (ERP) was con vened and a new SLV
pro to col was writ ten. Newly au then ti cated val i da tion
ma te ri als may have to be ac quired. Val i da tion of the method is
be ing con ducted to en able the col lab o ra tive study pro to col to
be writ ten and started. Con tinue study. The SLV pro to col has
been re viewed with com ments sent to the study director in
June 2004.

(3) Saw Pal metto Berry: Two GC meth ods have been
se lected for SLV. One is to an a lyze the fatty ac ids and the other 
for phytosterols in the same plant part. The SLV pro to col was
re viewed and sent back to AOAC with comments. 

The is sue was raised that the Bo tani cals and Plant Toxin
subsec tions con tained in ter est ar eas which were ei ther no
lon ger ac tive or better suited for other com mit tees. In
re sponse, Com mit tee K re viewed these dur ing a phone
con fer ence. The ini tial con sen sus was that it was not
nec es sary to con tinue with all of these. 

Bo tani cals 1: Kava Kava: It was de ter mined that the Chair
should con tact the Topic Ad vi sor. Kava is on the orig i nal “list
of 17" sup ple ments to be ex am ined un der the
AOAC/FDA/NIH con tract. Mark An der son raised the is sue
whether the in tent was to de velop a marker method for kava
lac tones, or a method for po ten tial con tam i nants in kava. NIH
is in ter ested in a marker method.

Bo tani cals 2: Ephed rine al ka loids in di etary sup ple ments
(LC/MS)

Bo tani cals 3: Ephed rine al ka loids in hu man se rum and
urine (LC/MS): These meth ods are those be ing val i dated
un der the cur rently funded pro to cols, and should be
con tin ued. Once the meth ods are val i dated, it is an tic i pated
that these subsec tions could be disbanded. 

Bo tani cals 4: Ephedra al ka loids pro fi ciency test ing
Bo tani cals 5: Bo tan i cal mi cros copy pro fi ciency test ing
Bo tani cals 6: Dig i talis: It will be the rec om men da tion of

Com mit tee K that these subsec tions be dis banded. 
Bo tani cals 7: Myco toxins in bo tani cals: It will be the

rec om men da tion of Com mit tee K that this subsec tion be
moved to Com mit tee D (Nat u ral Tox ins and Food Allergans),
since myco toxins are nat u ral tox ins. It is noted that an
ap proved method for de tect ing myco toxins in food will need
to be dem on strated to be ef fi ca cious in de tect ing myco toxins
in bo tani cals. Com mit tee K Chair is to con tact Com mit tee D
Chair with regard to this issue. 

Bo tani cals 8: Hydroxycitric acid in Garcinia cambogia:
The con sen sus of Com mit tee K is that this subsec tion needs a
Topic Ad vi sor. The re ported thermogenic ac tiv i ties of
sup ple ments con tain ing hydroxycitric acid are caus ing them
to be used as a re place ment for ephedra-con tain ing
sup ple ments. The vol ume of sup ple ment con sump tion in this
mar ket seg ment is likely to con tinue to be sig nif i cant.
How ever, there is cur rently no fund ing for this, and the
sup ple ment may be a fad. There fore, this subsec tion is to be
con tin ued, a Topic Ad vi sor sought, and the topic to be
reviewed at a later date.

Bo tani cals 9: Proanthocyanins: It will be the
rec om men da tion of Com mit tee K that this subsec tion be
dis banded. Ex tremely com plex is sue, both in prod uct ef fi cacy
and in an a lyt i cal chem is try. It was noted that there was not
much prog ress regarding char ac ter iza tion, and that the area
re quires a sig nif i cant amount of research. 

Bo tani cals 10: Anal y sis of skull cap and germander: The
con sen sus of Com mit tee K is that this subsec tion needs to be
con tin ued, and re viewed at a later date. The Topic Ad vi sor
needs to be con tacted by the Com mit tee K Chair. This is sue
be came a subsec tion due to po ten tial adul ter a tion of skull cap
with germander. De mand for new or ad di tional an a lyt i cal
methods may no longer exist.

Bo tani cals 11: St. John’s wort: The con sen sus of
Com mit tee K is that the Topic Ad vi sor needs to be con tacted
by the Com mit tee K Chair. It was noted that there are valid LC 
meth ods for dianthrones, but that the in clu sion of hyperforin
is dif fi cult. In any case, this subsec tion should be continued.

Bo tani cals 12: Ephed rine al ka loids in di etary sup ple ments 
(LC-UV)

Bo tani cals 13: Ephed rine al ka loids in bi o log i cals
(LC-UV): These meth ods are those be ing val i dated un der
cur rent study pro to cols, and should be continued. 

Plant tox ins 1: Aristolochic acid in Tra di tional Chi nese
Med i cines: A method is avail able. The Topic Ad vi sor should
be con tacted (Catharina Ang), if needed. This subsec tion
should be con tin ued.
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Plant tox ins 2: Phytoestrogens: It was noted that
phytoestrogens are more ap pro pri ately con sid ered to be
bo tani cals, rather than plant tox ins, es pe cially if the
com pounds of in ter est in this subsec tion are isoflavones. It is
the con sen sus rec om men da tion of Com mit tee K that this
change be made. The Topic Ad vi sor (Pa tri cia Murphy) should 
be contacted. 

Plant tox ins 3: 997.13 Glycoalkaloids in po tato tu bers: It is 
sug gested that the re spon si bil ity should be shifted to
Com mit tee D. The Chair of Com mit tee K is to con tact the
Chair of Com mit tee D with this rec om men da tion.

Plant tox ins 4: Pyrrolizindine al ka loids: This is cur rently a
very hot topic regarding com frey, but it is noted that the
mar ket for com frey is cur rently rel a tively small. The Topic
Ad vi sor should be con tacted for the lat est in for ma tion. This
subsec tion should be con tin ued and re viewed at a later date.

Plant tox ins 5: Hypoglycine: It will be the rec om men da tion 
of Com mit tee K that this subsec tion be dis banded. 

Plant tox ins 6: Glucosinolates: It will be the
rec om men da tion of Com mit tee K that this subsec tion be

dis banded, or (at best) be moved to bo tani cals, since
glucosinolates are used as a marker com pound for broccoli.

There was a dis cus sion about how to best re place the
dropped items. It was de cided that the pri or ity list from
NIH/FDA would be the guide line.

Status of Ephedra Method Studies 

James Kababick asked for com ments regarding the Ka010
and Ka011 pro to cols, and re ceived no ad di tional com ments
ver bally. Kababick thanked the com mit tee for their in put, and
was go ing to pro vide AOAC with his com pi la tion of all of the
comments. 

A po ten tial is sue regarding the avail abil ity of the
d5-la belled in ter nal stan dard was raised. Sigma can pro vide
d3; the FDA not only pre fers the d5-IS, it in sists on the d5,
since the d5 is re quired by the method as written. 

Miscellaneous

Ste ven Dentali (AHPA) noted that AHPA’s an a lyt i cal
lab o ra tory com mit tee is form ing a meth ods subcom mit tee.
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