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Name: 1,3,5-Triazine-2,4,6-triamine
Formula: C3H6NG

Molecular Weight: 126

CAS No.: 108-78-1

Utilities:
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GCMS V)1 —S 30— 2T )LETLEE (FDAIZ L D)

Weigh ~ 0.5 g sample Transfer 200 pL filtrate to a GC vial
Add 20 mL of extraction solvent* Evaporate to dyness (70 C, nitrogen)

.

.

Sonicate for 30 minutes sy Add 200 pl pyridir:, 200 pl Sylon BFT

b h 4

Centrifuge E)r 10 minutes Add 100 pL Eyridine, Mix
Filter using 0.45 pm filter Incubate at 70" C for 45 mins
H TMS-FHEA1E

*10:40:50 DEA : H20 : Acetonitrile
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Column 30m DB-5MS 5% phenyl 95% dimethyl-polysiloxane
ID: 0.25mm Film Thickness: 0.25 microns

Inlet Temperature 280°C

Detector Temperature 290 C

Injection Mode Splitless

Injection Volume 1L

Carrier Gas Flow He at 35 cm/sec (constant flow)

Oven Program 75° C (hold 1 minute) to 320° Cat 15° C/minute (hold 2.67 min)

Acquisition parameters El; scan mode, 50-450 amu

Sampling Rate 2 (scan rate at 3.58 scans/sec)

Threshold 100

Filament Delay 6 minutes

MS Temp 230° C (Source); 150° C (Quad)
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LC YV a1— 3>

Weight amount of Sample

Extract using 50:50 acetonitrile:water

Sonicate for 30 minutes

Filter using 0.45 pm filter

Dilute filtered extract”

S 7 JLRTALEE (FDAIZ & D)

Column: Zorbax Rx C8

Buffer: 10 mM citric acid, 10 mM sodium octane sulfonate,
adjusted to pH 3.0

Mobile phase: 85:15 buffer: acetonitrile

Flow rate: 1.0 ml/min.

Injection volume: 10 pL

Column thermostat: 40°C

Detection wavelength: 240 nm

Spectral collection: 200 — 400 nm

Run time: 10 min.

FKE/NTA—2(FDAIZ&KD)

*250 pl extract + 750 pl solvent 2 to maintain solubility of matrix components
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LCMS Y')1—S321,2—5 2 LRI
Weight amount of Sample
Extract using deionization water
[ ] -——-?l__—.= —
Sonicate for 30 minutes ‘ I w
& i :
Filter using 0.20 pm filter
Dilute filtered extract®

*diluted with DI water, when separating on ion pair reverse phase chromatography, add 50 pL 250 mM TDFHA into 1 mL sample
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LCMS V)a1—>ay 1—RB/IN\SA—4

Column Zorbax Eclipse Plus-C18, 2.1 x 50 mm, 1.8 um

Flow Rate 0.2 mL/min

Mobile Phase A=aqueous 20 mM ammonium acetate pH 5.1
B=Methanol

Isocratic 10%B

Anal. Time. 3 min

Injection Vol. bul

Source ESI

lon polarity Positive

Drying Gas Temp.  350° C
Drying Gas Flow. 10 L/min

Nebulizer 45 psi

Veap 4000V

Fragementor 120 V

Collision energy 20 V for Transition127.0->85.0 (quantiation ion)
35 V for Transition127.0->68.0 (qualifier ion)
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127 -> 85.0000 , 68.0000
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LCMS V) a—33> 2—EB/IN\TA—R: €142~ 7 RPLC

Column Zorbax Eclipse XDB-C18, 2.1 x 50 mm, 1.8 um
Flow Rate 0.3 mL/min
Mobile Phase A=Water (0.bmM TDFHA)
B=Methanol (0.5mM TDFHA)
Gradient Omin, 5%B; 3min, 5%B;6min, 50%B; 7min, 50%B; 8min, 95%B; 12 min, 5%B
Anal. Time. 12 min
Injection Vol. bul
Source ESI
lon polarity Positive

Drying Gas Temp.  350° C
Drying Gas Flow. 10 L/min

Nebulizer 45 psi

Veap 4000V

Fragementor 120 V

Collision energy 20 V for Transition127.0->85.0 (quantiation ion)
35 V for Transition127.0->68.0 (qualifier ion)
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