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s NLT 98.0% and NMT 102.0% of urea C 13 ('*CH,N,0).

penTIFicATioN Tests (197), Infrared Spectroscopy: 197A or 197K

of the major peak with mass-to-charge (m/z) ratio of 190 in the Sample solution corresponds to that of the System suitability
ad in the test for Isotopic Purity.

zetonitrile, methanol, and water (89:10:1)

y solution: 2.5 mg/mL of USP Urea C 13 RS and 0.003 mg/mL of biuret in Mobile phase
n: 2 mg/mL of USP Urea C 13 RS in Mobile phase

2 mg/mL of Urea C 13 in Mobile phase

> system

aphy (621), System Suitability.)

00 nm

m x 25-cm; 5-pm packing L8

nL/min

1e: 20 L

y

>m suitability solution and Standard solution

lirements

LT 1.5 between urea and biuret, System suitability solution
dard deviation: NMT 1%, Standard solution

dard solution and Sample solution

: percentage of urea C 13 (13CH4N20) in the portion of Urea C 13 taken:
Result = (r,/rg) x (C/C,) x 100

2ak response of urea C 13 from the Sample solution

2ak response of urea C 13 from the Standard solution

»ncentration of USP Urea C 13 RS in the Standard solution (mg/mL)

»ncentration of Urea C 13 in the Sample solution (mg/mL)
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:33.3 mg/mL of Urea C 13 in water
mL of the Sample solution and 3 mL of the Standard solution separately as follows. To each solutio
tion (10 in 100) and 3 drops of copper sulfate solution (0.5 in 100), and allow to stand for 5 min.

n add 3 mL of sodium

ria: NMT 0.1%; any reddish-violet color in the Sample solution is not more intense than that in the Standard solution.

lution: 2.0 mg/mL of USP Urea RS in dimethylformamide

)silane (TMS) derivatizing agent. Cap the vial and shake about 10 times. Heat at 90°-~110° on a heating block for about 60

'y stock solution: 2.0 mg/mL of USP Urea C 13 RS in dimethylformamide

y solution: Transfer 0.5 mL of the System suitability stock solution to a vial. Add 0.5 mL of TMS deri
about 10 times. Heat at 90°-110° on a heating block for about 60 min.

lution: 2.0 mg/mL of Urea C 13 in dimethylformamide

. Transfer 0.5 mL of the Sample stock solution to a vial. Add 0.5 mL of TMS derivatizing agent. Cap t
at 90°-110° on a heating block for about 60 min.

> system

aphy (621), System Suitability.)

5 spectrometer, positive ionization

vatizing agent. Cap the

he vial and shake about

de: Selected ion monitoring set up to monitor all ions individually in the m/z ratio range of 188-193

Suitable time. [Note—Time may vary depending on the instrument and manufacturer's instructions.]
nm x 30-m capillary; coated with a 0.25-um film of phase G27

1
t: 280°
Table 1.
Table 1
Hold Time
Initial Temperature Final at Final

lFemperature Ramp Temperature Temperature

) (*/min) ") (min)

50 10 250 0
2lium

nL/ming (ErR 1-Sep-2023)

1e: 1l

Split, split ratio 16:1

y

rol solution and System suitability solution

lirements

nt ion: Fragment at m/z 189, Control solution

dard deviation: NMT 5%, Control solution

nt ion: Fragment at m/z 190, System suitability solution
dard deviation: NMT 5%, System suitability solution

ILT 99% in USP Urea C 13 RS, System suitability solution

rol solution, System suitability solution, and Sample solution

olution in triplicate. [Note—Calculate the average responses of all the fragments between m/z 188 and m/z 193 from

Jjections of each solution.]
ichment calculation

» eontrihiition of carhon-13 (0) diie ta natural ahiindance to the resnonse of derivatized lrea C 13¢
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