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Agilent 1290 Infinity Il N12E—RKR>T (G7120A)

ZE Agilent 1290 Infinity Il <JLFH>75 (G7167B)
Agilent 1290 Infinity Il XJLFHZ LY —EZZv (G7116B)
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RIVFHUTTRE 6°C

EIN- 40 pL

PAZ L Agilent InfinityLab Poroshell HPH C18,2.1 X 100 mm 1.9 ym (p/n 695675-702)
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AR KSEA 1 71t (APCI)
MS/MS £—F A1+ =y MRM (dMRM)
AAVE—R K747
RSIAARRE 300°C
RS HRE 6 L/min
RITSAHED 55 psi
APClI E—%— 350°C
APCl Z—RJL. ROF47 4 pA
FrESUBRE. RIOT+17 3,000V
MS1/MS2 7 f#gE 0.7/0.7 (unit/unit)
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& 3. Ultivo D41 +3v2 MRM E—RTD MRM DOFFHETE

TIh— A=A UFvoay | UFroaviqh | 75904 avay
4=V YAF> (m/z) | 1F> (m/2) | 214 (5) J1VRT(8) ) IXRILF— (V) &t
NDEA 103.1 75.1 3.484 15 85 8 +
NDEA 103.1 471 3.484 15 85 16 +
NDMA 751 58 1.143 1.24 65 10 +
NDMA 75.1 431 1.143 1.24 65 17 +
NMBA 1471 442 2.247 1.2 50 7 +
NMBA 1471 87.2 2.247 1.2 50 7 +
NEIPA 171 75.1 4.325 1.0 70 7 +
NEIPA 1171 471 4.325 1.0 70 15 +
NDIPA 1311 89.1 4916 1.0 50 5 +
NDIPA 1311 431 4916 1.0 50 7 +
NDBA 1691 57.2 6.096 1.0 70 7 +
NDBA 159.1 41.1 6.096 1.0 70 24 +
NMEA 89.1 61.1 2.109 1.37 75 10 +
NMEA 89.1 431 2.109 1.37 75 10 +
NPyR 1011 55.1 2.248 1.43 55 18 +
NPyR 1011 41 2.248 1.43 55 26 +
NPIP 1151 69.1 3.809 1.0 85 9 +
NPIP 1151 412 3.809 1.0 85 26 +
NMPhA 137 66.1 5.029 1.32 45 18 +
NMPhA 137 107 5.029 1.32 45 10 +
NMIPA 1031 61 3.358 10 60 8 +
NMIPA 103.1 43 3.358 1.0 60 8 +
N-tert- 7F)L-N-TF)L= OV T IV 131 751 4.897 1.0 40 4 +
N-tert-7F)L-N-TF)L=rOVTI> 131 57.1 4.897 1.0 40 6 +
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FrUJL—>3ViEElF 0.05 ~ 100 ng/mL
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Agilent Ultivo TQ
LoD LOD LoQ LoQ EfRIEEEE
(A= (ng/mL) (S/N) (ng/mL) (S/N) R? (ng/mL)

NDMA 0.05 9.74 0.1 13.49 0.997 0.056~100
NDEA 0.025 22.68 0.05 53.82 0.998 0.025~ 100
NMBA 0.05 23.88 0.1 31.18 0.998 0.05~ 100
NEIPA 0.025 57.37 0.05 69.67 0.999 0.025~ 100
NDIPA 0.025 16.72 0.05 4518 0.998 0.025~ 100
NDBA 0.05 225.18 0.1 323.11 0.999 0.025~ 100
NMEA 0.075 7.84 0.1 12.10 0.999 0.1 ~100
NPyR 0.075 30.02 0.1 41.72 0.999 0.1 ~100
NPIP 0.1 11.60 0.15 1411 0.998 0.15~ 100
NMPhA 0.075 29.58 0.1 4534 0.994 0.075~ 100
NMIPA 0.025 4217 0.05 208.86 0.996 0.025~ 100
N-tert- 7FIL-N-TFIL=bOVT I 0.075 54.92 0.1 81.62 0.999 0.075~ 100

* S/N Lkl Agilent MassHunter Quantitaive 10 V7 Uz 72 BWVWCEE RMS 7LDV X LEAWVWTETEL.
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% 5. Agilent Ultivo LC/TQ @S £ 3 £ 4 BE TORES LUEHM (n = 3)

i NDMA NDEA NMBA NEIPA NDIPA NDBA
(ng/mL) Fiy cv Fiy cv Fiy cv Fiy cv Ty cv Ty cv
0.1 95.53 5.63 96.23 578 8473 0.00 96.37 5.82 1079 9.01 99.63 6.47
0.25 102.47 279 98,53 477 95.53 431 101.43 516 1016 359 | 10553 | 3.60
05 100.00 268 98,53 215 105.67 115 95.30 315 95.30 1.06 95.77 2,07
1.0 104.27 470 99.47 122 105.67 1.80 98.47 459 97.63 3.88 95.77 2.39
B NMEA NPyR NPIP* NMPhA NMIPA N-tert-7FIJL-N-TFIL=FOVYFPIY
(ng/mL) E27] cv Ty cv Ty cv Fiy cv Ty cv Ty cv
0.1 11097 | 727 97.7 656 | 11227 | 452 100.6 8.81 10523 | 258 105.27 456
0.25 105.1 564 | 10363 | 666 | 10143 | 479 | 10643 | 659 1075 7.97 106.47 527
05 9187 6.20 96.20 319 93.07 5.83 84.40 335 90.50 5.61 96.77 0.26
10 93.80 539 99.97 236 | 10267 | 079 | 10803 | 225 | 10023 | 294 94.83 1.0

*NPIP ORAI0BEIF 0.1 ng/mL Tld7< 0.15 ng/mL T9,
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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

BeERLET,

FDA guidance document:
Development and validation of

a RapidFire-MS/MS method for
screening of nitrosamine impurities.

FDA guidance document: Liquid
chromatography-high resolution
mass spectrometry (LC-HRMS)
method for the determination of six
nitrosamine impurities in ARB drugs.
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