





Lactose Purity Testing: Associate Referee Janice R. Saucerman reports no
activity at this time.

Maple Sap, Maple Syrup and Maple Products: Associate Referee Lynn Whalen
reports no activity other than that reported under Stable Isotope Ratio
Analysis of Maple Syrups.

Methods Standardization: Associate Referee Mary An Godshall reports
publication of a new book of Methods Book by ICUMSA (International
Commission for Uniform Methods in Sugar Analysis) in oconjunction with the
IQUMSA quadrennial meeting in May, 1994 in Havana, Cuba. Copies may be pur-
chased from Ms. Godshall, Secretary-Treasurer, U.S. National Committee on
Sugar Analysis, 1100 Robert E. Lee Blwd., New Orleans, LA 70124.

Near Infrared Analysis of Sugars: Associate Referee Cynthia McDonald-Lewis
is organizing a collaborative study on NIR analysis of sugarcane and
sugarbeet juices: The preparation of samples, in grown or freeze dried form,
is to be decided. Calibration equations, developed over several years and
locations, will be sent with the samples.

Oligosaccharides: Associate Referee George Steinle reports a collaborative
study on raffinose in molasses, by HPAEC-PAD, conducted for ICUMSA (see
"Analysis of Sugars by Ion Chromatography").

Polarimetric Methods:Associate Referee Ronald Plews reports that the
prejudice and legislation against the use of basic lead acetate

for clarification of sugar solutions on the grounds of health and

ssfety and with the impact of environmental regqulations, has focused the
change to high wavelength polarisation in the near infrared region and
alternative clarifying agents more acutely during the past 2 years or so.

Because of the relative shortage of laboratories with polarimeters measuring
in the infrared spectrum it may not be possible to conduct inter—country
collaborative tests for some time. However, this would seem to be an urgent
requirement.

From the few tests which have been carried out it would appear that
polarisations of raw sugars by the conventional and high wavelength raw
methods may be quite different. They may be plus or minus and may even vary
according to the origin of the law. Investigations in this area should
assume priority in any ocollaborative exercise.

There are developments in the instrument field and, in particular, note
should be taken of those polarimeters which have facilities to measure in
both both the traditional and high wavelengths.




It would seem that companies seeking to replace their existing instru-

ments would do well to consider purchasing such a dual instrument so that they
will be ready if, and when, legislation forces lead acetate out of order in
other ocountries, as well as the U.S. In addition, the possession of a dual
wavelength would enable users to determine what differences may exist in their
own applications of polarisation.

Stable Isotope Ratio Analysis: Associate Referee Landis Doner reports no
progress at this time in areas other than Maple Syrups (see below).

Stable Isotope Ratio Analysis of Maple Syrups: Associate Referee Real Paquin
reports a study to improve methodology in detecting adulteration of maple
syrup by sugarcane or corn syrup. The method determines the isotopic carbon
ratio of malic acid that serves as internal standard. The precision obtained
is 7.5% with malic acid as internal standard compared to 20% with sugar
only.

L(-) malic acid is isolated by utilizing a two step preparation method:
precipitation by lead acetate and separation by HPIC. The Associate
Referee's laboratory finds acceptable resolution of malic acid from other
organic acids by the 2-column system referenced in "Liquid Chromatographic
Determination of Major Organic Acids in Apple Juice and Cranberry Juice
Cocktail: Collaborative Study" J. Assoc. Off. Anal. Chem. 69, 594-597, 1986;
Coppola, E.D. and Starr, M.D. 256 samples were analyzed. Results have been

published in a research report entitled: L(-) malic acid as internal
standard for authentification of maple syrup by isotopic ratio mass
spectrometry." Agriculture Canada, Research contract PDPMEOS56, 1994, 200p.

A poster will be presented at the 108th AOAC annual meeting in Portland.

Method improvements continue before publishing and undertaking collabora-
tive study.

The General Referee comments that the lead acetate reagent may have to be
replaced for use in the U.S.

Sugar Analysis, Enzymatic: Associate Referee Gunether Henniger is resigning
from his position because of a change in businss responsibilities. A new
Associate Referee is needed in this active field.

Sugar Analysis by Selective Electrode: Associate Referee Martin S. Frant
reports no activity at this time.

Sugar in Cereals: Associate Referee Lou Zygmunt reports no new developments
at this time; intensive work on analysis of sugars for NLEA requirements,

using A0AC Method 982-14, is in progress.

Sugars in Syrups: Associate Referee Mary Ann Brannan reports publicstion of
the ISO report on liquid chromatographic analysis of glucose syrups (see
Appendix A).




Sulfites, Screening: Associate Referee Richard Riffer reports new
methods for sulfite analysis in the literature that include a
determination of sulfite using an oxygen electrode and a microorganism,
in Nippon Joz. Kyoka. 1993, 88(9):671-676.

Visual Appearance of Sugar by Color, Turbidity and Reflectance: Associate
Referee Margaret A. Clarke reports increasing interest in a method for
measurement of color in solid sugars and plans a survey of available
methods.

Weighing, Taring and Sampling: Associate Referee Michael Steele reports no
new developments at this time.

RECOMMENDATIONS

1. Adopt the method for Analysis of Sugars in Molasses by HPAEA-PAD
(Appendix A) when it is submitted in AOAC format.

2. Continue study on all other topics.
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Appendix 8

Raw Data for sucrose In beet molasses by HPIC
1993 ICUMSA collaboratlve study

Sarﬁ}iles

Labs’

Lab 1

Lab 2

Lab 3
Lab 4
Lab 5
Lab 6
Lab 7
Lab 8

Lab 8

Lab 10
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Appendix 7

Raw Data for sucrose In cane molasses by GC
1993 ICUMSA collaborative study
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Appendix 8

Raw Data for glucose In cane molasses by GC
1993 ICUMSA collaborative study

Samples .|
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Appendix 9

Raw Data for fructose In cane molasses by GC
1993 ICUMSA collaboratlve study

Samples
Labs
Lab 1

Lab 2

Lab 3

Lab 4

Lab 5




31

AppendIx 10

Raw Data for sucrose In beet molasses by GC
1993 ICUMSA collaborative study’

Samples

Labs

Lab 1

Lab 2

Lab 3 .

Lab 4

Lab 5
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Appendix 11::° .« - -

Results for sugars in beet and cane molasses by cation exchange HPLC
Data from 2 laboratories

Sucrose S EE Glucose

31.11 . 4.55

31.13 4.13

30.84 4.43

31.37 . 4.40

32.50

33.71

31.85

30.79

31.66

52.28

52.23

52.28

51.16

48.20

51.23
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Appendix 12

Results for raffinose in beet molasses by HPIC
1993 ICUMSA collaborative study

Sample No.

LLabs retained

Labs rejected

Mean value %

S(r)
S(R)
RSD(r) 6.43

RSD(R) 24.53

Horwitz value 4.26

Horwitz ratio 5.76

r 0.12

R ' 0.46

Appendix 13

Results for raffinose in beet molasses by GC
1993 ICUMSA collaborative study

‘Sample No.

Labs retained

Labs rejected

Mean value

%
S(r)
S(R)

RSD(r)

RSD(R)

Horwitz
value

Horwitz ratio

r

R




Chromatogram of the separation of
raffinose in beet molasses by GC
1993 ICUMSA collaborative study
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