
Call for Methods for Saw Palmetto, SAMe, Vitamin E, 

CoEnzyme Q10, Panax quinquefolius, Panax gin seng, Eleuthero, 
Kava Kava, Yohimbe and Cranberry

A
OAC IN TER NA TIONAL, un der con tract with the FDA and NIH, has em barked on an ef fort to de velop a group
of fully val i dated meth ods, val i dated through the AOAC’s Of fi cial Meth odsSM Pro gram, for se lected di etary sup -
ple ments. 

AOAC is now look ing for an a lyt i cal meth ods for the fol low ing in gre di ents in di etary sup ple ments, ap pli ca ble to the raw 
bo tan i cal as well as the pro cessed prod uct: Saw Pal metto, SAMe, Vi ta min E, Coenzyme Q10, Panax quinquefolius
Panax gin seng, Eleuthero, Kava Kava, Yohimbe and Cran berry. If you are aware of or are us ing a method which is
ap pli ca ble to any of these di etary sup ple ment in gre di ents, please con tact Al Pohland or Mai Nguyen.

Please send the ref er ence, the pa per it self,  or elec tronic copy of the method, as well as any avail able val i da tion
data and please in di cate whether ref er ence stan dards are avail able and their source. Ex pert Re view Pan els and
AOAC staff will use “Sin gle Lab o ra tory Val i da tion Ac cep tance Cri te ria” as a guide to the suit abil ity of the method for
fur ther full col lab o ra tive study. If the method has un der gone no val i da tion, please in di cate your will ing ness to un der -
take sin gle lab val i da tion stud ies; a guide for un der tak ing such stud ies will be pro vided on re quest. 

The method and val i da tion data will be eval u ated by an Ex pert Re view Panel com posed of ex perts in the anal y sis
of bo tani cals and with ex pe ri ence in the val i da tion of meth ods. This Panel will se lect the meth ods that will be val i dated 
in sub se quent full col lab o ra tive stud ies.

AOAC is em barked upon a pro ject of great sig nif i cance for the fu ture; we hope you can as sist us in this effort.

Al Pohland, Se nior Sci en tific Ad min is tra tor—Mai Nguyen, Pro gram Co or di na tor 
AOAC IN TER NA TIONAL

481 N. Fred er ick Av e nue, Suite 500, Gaithersburg, MD 20878
Phone: 301-924-7077 (Al Pohland ext 123—Mai Nguyen ext 145)

Fax: 301-924-7089 E-mail: apohland@aoac.org—mnguyen@aoac.org

Single Laboratory Validation Acceptance Criteria (Chemistry methods)

Purpose:

· To pro vide guid ance to method sub mit ters on the cri te ria to be used for ac cept ing the method as an SLV method.

· To pro vide uni for mity in the re view of meth ods sub mit ted to AOAC

· To as sist those lab o ra to ries en gaged in sin gle lab val i da tion in un der stand ing the types of in for ma tion the AOAC re quires.

Acceptance Criteria:

· Is the method clearly and un der stand ably writ ten? (Where al ter na tives are per mit ted, are the cir cum stances for each op tion clearly and ex plic itly

 de fined?)

· Is the scope and ap pli ca bil ity clearly stated? Meth ods sub mit ted to the Di etary Sub stances Pro ject must be ap pli ca ble to one or more of the 

 fol low ing ma tri ces or com mer cial prod ucts:

 a. The par ent bo tan i cal

 b. A neg a tive con trol or blank sim i lar to the par ent bo tan i cal or exhaustively ex tracted botanical
 c. Con cen trated pow ders and ex tracts

 d. Tab lets/pills and cap sules (gel caps - hard and soft)

 e. Com bi na tion prod ucts in clud ing foods based
(De scribe steps taken to au then ti cate ref er ence bo tani cals, neg a tive con trols and mar keted prod ucts, e.g. ex haus tive ex trac tion, cer tif i cate

      of anal y sis by a cer ti fied lab o ra tory, use of trac ers, etc.)

· Has the method been “op ti mized?” Have ef forts been made to de crease run times, in crease res o lu tion, 

 im prove peak shapes, min i mize ex trac tion time and im prove ex trac tion ef fi ciency, sep a ra tions, se lec tiv ity, and ad dress sta bil ity.  Have tests

 for analyte sta bil ity dur ing pro cess ing and un der typ i cal con di tions of stor age been ad dressed where ap pro pri ate?

· Has pro vi sion been made for con fir ma tion of analyte iden tity?  (The method may be suf fi ciently spe cific so that con fir ma tion of iden tity may not be

 nec es sary.)

· Was rug ged ness test ing done dur ing the method de vel op ment phase iden ti fy ing vari ables tested.  Have these cri te ria been writ ten into the method? 

    (Note: rug ged ness de lin eates the lim its of mi nor vari ables; op ti mi za tion ap plies to ma jor vari ables.)

· Are the fol low ing per for mance char ac ter is tics avail able?

OVER®



 a. The rec om mended  an a lyt i cal range is LOQ to 200% of ex pected analyte con cen tra tion.

 b. Does cal i bra tion cover the an a lyt i cal range? At least 5 con cen tra tions should be used for cal i bra tion. Are ref er ence and in ter nal stan dards

  avail able and is the source iden ti fied? Are ref er ence stan dards sta ble as pre pared for use? (The sta bil ity of the an a lyt i cal curve should also be

  es tab lished by du pli cat ing it on an other day. Note: It has been re peat edly pointed out that a lin ear cal i bra tion curve is not a crit i cal item, but

  merely a con ve nience, and R
2
 val ues close to one may be de cep tive [cf. An a lyst 113, 1469 (1988)]. The cal i bra tion curves for

  immunoassay are neg a tive [0 con cen tra tion is a max i mum] and ex po nen tial.)

 c.  Ac cu racy/Re cov ery: Was re cov ery de ter mined from spiked blanks or sam ples with at least 7 in de pend ent anal y ses per con cen tra tion level at

           a min i mum of 3 con cen tra tion lev els cov er ing the an a lyt i cal range.  In de pend ent means at least at dif fer ent times. If no con firmed (nat u ral)

  blank is avail able, the av er age in her ent (nat u rally con tain ing) level of the analyte should be de ter mined on at least 7 in de pend ent rep li cates. 

  Was ac cu racy de ter mined us ing a Stan dard Ref er ence Ma te rial from NIST, if avail able, or other cer ti fied ref er ence ma te rial; or if pos si ble, by

  ref er ence to an in ter nal stan dard.  (It is crit i cal dur ing method de vel op ment to es tab lish a ref er ence point to which all as says can be re ferred. 

  When this ma te rial is ul ti mately as sayed, all re ferred as says can be ad justed ac cord ingly).

 d.  Re peat abil ity Pre ci sion (re peat abil ity, stan dard de vi a tion):  Were the num ber and types of anal y ses suf fi cient for ob tain ing a good es ti mate

            of ac cu racy or bias? Typ i cally  for sin gle lab val i da tion one per forms r rep li cate anal y ses of m test por tions over a pe riod of d days for each

   sam ple type (ma trix) n, where r is the num ber of rep li cates (2,3 …), m is the num ber of test por tions in each group, d is the num ber of days,

         and n is the num ber of dif fer ent ma tri ces.

r x m should never be less than 10; n should be at least 2, preferably more; d should be at least 2

The cal cu lated HORRAT value should lie be tween 0.3–1.3. The for mula must be given to show that one is cal cu lat ing the within-lab value.

Recommended recovery and precision limits for single lab validation

Concentration Repeatability, % Recovery, %

100 1 98–101

10   1.5 95–102

1 2 92–105

0.1 3 90–108

0.01 4 85–110

10 mg/g (10 ppm) 6 80–115

1 mg/g (1 ppm) 8 75–120

10 ng/g (10 ppb) 15 70–125

· Is method freely avail able (no re stric tions on use and no copy right re stric tions)? AOAC will ac knowl edge the method source.

(For the use of the AOAC staff, the above in for ma tion should be pre sented gen er ally fol low ing the for mat found in the “Guide lines for Sin gle Lab -

o ra tory Val i da tion of Chem i cal Methods for Di etary Sup ple ments and Bo tani cals,” page 33–34, and out lined be low.)

Recommended Format for SLV Study Report

 (1) Method iden ti fi ca tion: ti tle, au thors, con tact in for ma tion, pub lished ref er ences

 (2) Ap pli ca bil ity :scope, ab stract clearly iden ti fy ing the analyte(s), ma trix(ices), an a lyt i cal range, safety

 (3) Prin ci ple: may be in cluded in ab stract

 (4) Def i ni tions (units if needed)

 (5) Re agents/sup plies: in clude ref er ence stan dards, cal i bra tion stan dards, etc.

 (6) Ap pa ra tus: in clude in stru ments and equip ment used

 (7) Sam pling: types of sam ples, amounts, sam ple han dling and stor age, sta bil ity, prep a ra tion of test sam ples

 (8) Method: in clude cal i bra tion and pro ce dure and in clude or re fer to (1)

 (9) Cal cu la tions sum mary: de tec tion/quantification lim its, re cov ery, pre ci sion, bias, and ad di tional in for ma tion such as sta bil ity and mea -
sure ment un cer tainty (2RSDr)

(10) Other per ti nent in for ma tion; e.g. con fir ma tion of analyte iden tity and rug ged ness (may be placed in #8)

(11) Con clu sions


