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Sample NDMA M. NDMA Results Qualifier (75.1 -> 58.1) Resul..
| Name | Data File | Type [Llevel| Dil. [Exp.Conc.| RT | Resp. |Mi[Calc. Conc.[FinalConc.| SN | Accuracy | Ratio | M
Blank Blank-r001.d Blank 7.0000 7.46 | 0.00 .00 766 02 0
0.1ppb 0.1pph-d1d Cal 1 1.0000 0100 755 2840 [ 01 D11 2558 1087 121 0
0.1ppb 0.1ppb-02.d Cal 1 1.0000 0100 754 2850 0.1 011 5145 109.3 125 0
0.1ppb 0.1ppb-03.d Cal 1 1.0000 0100 754 2762 [ 010 010 2085 104.1 127 0
0.15 ppb 0.15 ppbr01.d Cal 2 1.0000 0.150 755 3873 0.17 017 3842 125 12.0 0
0.15ppb 0.15 ppbr02.d Cal 2 1.0000 0150 756 3885 [ 017 017 3003 130 128 0
0.15 ppb 0.15 ppbr03.d Cal 2 1.0000 0.150 754 3807 0.16 016 5122 110.0 1.9 0
0.25 ppb 0.25 ppbr001.d Cal 3 1.0000 0250 754 4313 [ 023 023 4511 917 152 0
0.25 ppb 0.25 ppb-r002.d Cal 3 1.0000 0250 754 4967 [ 0.23 D23 774 93.0 145 0
0.5ppb 0.5 ppb-r01.d Cal 4 1.0000 0500 754 8215 [ 0.48 048 105.09 95.9 15.3 0
0.5ppb 0.5 ppb-1D02.d Cal 4 1.0000 0500 754 9175 0.48 048 70.79 95.4 155 0
1 ppb 1 ppb-r001.d Cal 5 1.0000 1000 754 17404 [ 0.95 0.95  247.40 956 15.7 0
1 ppb 1 ppb-r002.d Cal 5 1.0000 1000 754 17560 [ 0.96 0965 15133 9.5 16.4 0
1 ppb 1 ppb-r003.d Cal 5 1.0000 1000 754 17656 [] 0.97 0.97  183.09 97.0 15.2 0
1 ppb 1 ppb-r04.d Cal 5 1.0000 1000 754 17337 O 0.95 0.95  157.95 952 153 0
1 ppb 1 ppb-r005.d Cal 5 1.0000 1000 754 17412 [ 0.96 0.96 19577 956 15.2 0
1 ppb 1 ppb-r06.d Cal 5 1.0000 1000 754 17497 O 0.96 D.95 15649 96.1 15.0 0
5 ppb 5 ppb-r001.d Cal 6 1.0000 5000 754 84350 [ 485 485 916.65 97.0 15.7 0
5 ppb 5 ppb-r002.d Cal 6 1.0000 5000 754 86047 [ 495 495 76770 99.0 152 0
10 ppb 10 ppb-r001.d Cal 7 10000  10.000 7.54 170350 9.35 9.5  1559.19 985 15.7 0
10 ppb 10 ppb-r002.d Cal 7 10000] 10000 754 169253 [ 979 979  1959.80 979 157 0
5 ppb 25 ppb-r001.d Cal 8 10000 25000 7.54 426448 2475 2475 3071.92 99.0 16.0 0
25 ppb 25 ppb-r002.d Cal 8 10000 25000 754 425667 [ 24.70 2470 458677 93.3 159 0
50 ppb 50 ppb-1001.d Cal 9 10000  50.000 7.54 849615 [ 49.36 49.36 1144951 987 16.3 0
50 ppb 50 ppb-1002.d Cal ) 10000] 50000 754 852273 [ 4952 4952 933986 99.0 163 0
100 ppb 100 ppb-r001.d Cal 10 10000 100.000 7.54 1732267 [ 100.70 10070 17270.41 100.7 16.4 0
100 ppb 100 ppb-r002.d Cal 10 10000 100000 754 1750803 [ 10178 10178 2678679 1018 165 0
Blank Blank0001.d Blank 1.0000 738 58 O 0.00 0.00 177 33 0
API1 APl 1-001.d Sample 0.0333 753 47993 O 244 008 27183 146 0
API1 APl 14002.d Sample 0.0333 752 43182 O 245 0.08 24210 13.7 0
API2 API 2001.d Sample 0.0333 752 77885 [ 446 015 57365 145 0
API2 API 24002.d Sample 0.0333 752 77600 [ 446 015 56252 14.3 0
API3 API 31001.d Sample 0.0333 753 78189 [ 449 015 48063 14.9 0
API3 API 3002.d Sample 0.0333 752 78036 [ 448 015 602.97 14.6 0
API4 API 4001.d Sample 0.0333 753 45485 [ 259 003 30513 146 0
API4 API 4002.d Sample 0.0333 752 45776 [ 251 0.09 29866 15.1 0
Tablet 1 Tablet 1-1001.d Sample 0.0333 753 418516 [ 24.29 081 249074 16.0 0
Tablet 1 Tablet 1-r002.d Sample 0.0333 752 412148 O 23.92 030 1636.55 16.0 0
Tablet 2 Tablet 2-r001 d Sample 0.0333 752 935299 [ 5435 181 262531 16.2 0
Tablet 2 Tablet 2-r002.d Sample 0.0333 752 968082 [ 56.25 187 313306 16.2 0
1ppb 1 ppb-r003.d ac 5 1.0000 1000 754 17643 [ 0.97 097 15579 97.0 14.4 0
1ppb 1 ppb-r009.d ac 5 1.0000 1000 754 17488 O 0.96 0.95 21570 95.1 17.2 0
1ppb 1 ppb-r010.d ac 5 1.0000 1000 754 17464 [ 0.96 095 22805 959 15.1 0
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Sample NDMA M. NDMA Results Qualifier (75.1 = 58.1) Resul_

Name | Data File Type |Level | Dil. |Exp. Conc.| RT | Resp. [MI]Calc.Conc.[FinalConc.| SN [ Accucy | Ratio | M
Blank Blank0001.d Blank 1.0000 7.38 58 0.00 0.00 1.77 33 ]
APIT API1-r007.d Sample 0.0333 7.53 42993 244 0.08 27.83 146 O
APIT API1-r002.d Sample 0.0333 7.52 43152 O 245 0.08 24210 137 ]
Tablet 1 Tablet 1-001.d Sample 0.0333 753 418616 O 2429 0.81 245074 16.0 O
Tablet 1 Tablet 1-r002.d Sample 0.0333 782 412148 O 23.92 0.80 1636.55 16.0 ]
1ppb 1 ppb-r008.d ac 5 1.0000 1.000 7.54 17643 O 0.97 0.97 155.79 97.0 144 O
1ppb 1 ppb-r09.d Qc 5 1.0000 1.000 7.54 17488 0.96 0.96 215.70 96.1 17.2 ]
1ppb 1 ppb-rd10.d ac 5 1.0000 1.000 7.54 17464 O 0.96 0.96 228.05 95.9 15.1 O
Spike Standard 1.2 ppb Spike Standard 1.2 ppb-r001.d Sample 1.0000 7.54 19878 110 110 172.32 15.8 ]
Spike Standard 1.2 ppb Spike Standard 1.2 ppb-r002.d Sample 1.0000 754 20055 O 1 11 153.59 146 O
Spike Standard 3 ppb Spike Standard 3 ppb-r01.d Sample 1.0000 7.54 47768 272 272 375.00 15.6 ]
Spike Standard 3 ppb Spike Standard 3 ppb-r002.d Sample 1.0000 154 48768 O 2.78 2.78 694 .55 155 O
Spike Standard 6 ppb Spike Standard 6 ppb-r001.d Sample 1.0000 7.54 91989 5.29 5.29 73428 15.8 ]
Spike Standard 6 ppb Spike Standard 6 ppb-r002.d Sample 1.0000 754 91015 O 524 524 572.61 15.8 O
Spike Standard 24 ppb Spike Standard 24 ppb-r001.d Sample 1.0000 754 389085 2257 2257 252345 15.9 ]
Spike Standard 24 ppb Spike Standard 24 ppb-r002.d Sample 1.0000 754 389143 O 2258 2258 511055 16.1 O
Spike Standard 48 ppb Spike Standard 48 ppb-r001.d Sample 1.0000 754 778451 O 4511 4511 6201.45 16.1 ]
Spike Standard 48 ppb Spike Standard 48 ppb-r002.d Sample 1.0000 753 773383 O 44.93 4493 4509.4% 16.2 O
Blank Blank-r00001.d Blank 1.0000 7.30 410 0.00 0.00 1.76 27 ]
API 1_Spike 1.2 ppb API 1_Spike 1.2 ppb-r001.d Sample 0.0333 7.53 59441 3.40 0.11 293.24 148 O
API1_Spike 1.2 ppb APl 1_Spike 1.2 ppb-r002.d Sample 0.0333 7.52 58789 3.36 0.11 487.66 154 ]
API 1_Spike 1.2 ppb API 1_Spike 1.2 ppb-r003.d Sample 0.0333 7.52 60250 345 0.11 278.26 4.7 O
API 1_Spike 3 ppb API 1_Spike 3 ppb-r001.d Sample 0.0333 753 89357 5.14 0.7 586.84 144 ]
API1_Spike 3 ppb APl 1_Spike 3 ppb-r002.d Sample 0.0333 7.53 84080 O 4.83 0.16 585.11 46 O
API 1_Spike 3 ppb API 1_Spike 3 ppb-r003.d Sample 0.0333 7.52 87804 5.05 017 44513 138 O
API 1_Spike 6 ppb AP| 1_Spike 6 ppb-r001.d Sample 0.0333 753 122483 O 7.07 0.24 800.46 147 0
API 1_Spike 6 ppb AP1 1_Spike 6 ppb-r002.d Sample 0.0333 752 123128 O 7n 0.24 721.82 146 O
API 1_Spike 6 ppb AP| 1_Spike 6 ppb-r002.d Sample 0.0333 752 18258 O 6.82 023 827.85 15.3 O
Tablet1_Spike 24 ppb Tablet1_Spike 24 ppb-r001.d Sample 0.0333 752 785466 4563 152  3496.02 15.0 O
Tablet1_Spike 24 ppb Tablet1_Spike 24 ppb-r002.d Sample 0.0233 752 785694 45.64 152 413282 15.3 O
Tablet1_Spike 24 ppb Tablet1_Spike 24 ppb-r003.d Sample 0.0333 752 779882 O 4531 151 494735 149 O
Tablet1_Spike 48 ppb Tablet1_Spike 48 ppb-r001.d Sample 0.0233 7.52 1093565 63.55 212 4758.37 158 O
Tablet1_Spike 48 ppb Tablet1_Spike 48 ppb-r002.d Sample 0.0333 7.52 1102529 O 64.07 213 465477 15.7 O
Tablet1_Spike 48 ppb Tablet1_Spike 48 ppb-r003.d Sample 0.0233 752 1102972 O 64.10 213 8666.73 15.8 O
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https://www.fda.gov/drugs/
drug-safety-and-availability/fda-
updates-and-press-announcements-
angiotensin-ii-receptor-blocker-arb-
recalls-valsartan-losartan

2. FDA guidance document:

Development and Validation of
a RapidFire-MS/MS Method for

Screening of Nitrosamine Impurities.

3. FDA guidance document: Liquid
Chromatography-High Resolution
Mass Spectrometry (LC-HRMS)
Method for the Determination of
Six Nitrosamine Impurities in ARB
Drugs.

4. FDA guidance document: Liquid
Chromatography-High Resolution
Mass Spectrometry (LC-HRMS)
Method for the Determination of
NDMA in Ranitidine Drug Substance
and Drug Product.

5. https://www.fda.gov/news-events/
press-announcements/statement-
alerting-patients-and-health-care-
professionals-ndma-found-samples-
ranitidine

6. Determination of Nitrosamine
Impurities Using the Ultivo Triple
Quadrupole LC/MS. Agilent
Technologies application note,
publication number 5994-1383EN,
2019.

7. https://www.registrarcorp.com/fda-
drugs/definitions/
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