LSC Area Percent Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF092017\
Data File : BF098668.D

Aca On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample : 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Intearation Parameters: rteint.p
Intearator: RTE

Smoothing : ON Filtering: 5

Sampling : 1 Min Area: 3 % of largest Peak
Start Thrs: 0.2 Max Peaks: 100

Stop Thrs - O Peak Location: TOP

IT leading or trailing edge < 100 prefer < Baseline drop else tangent >
Peak separation: 5

Method = Z:\HPCHEM1I\BNA F\METHODS\8270-BF091117.M

Title - ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Signal > TIC

peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY heiaht area % max. total
1 4.787 456 459 471 rBV 16262 28949 2.45% 0.347%
2 4.963 478 489 490 rBvV2 33870 80268 6.80% 0.961%
3 5.228 531 534 547 rBV 164138 213665 18.11% 2.558%
4 6.045 669 673 681 rBV 18880 32469 2.75% 0.389%
5

6.281 710 713 727 rBv2 110906 162321 13.76% 1.943%

6.392 729 732 749 rVB 445580 442486 37.51% 5.298%
6.616 767 770 783 rBV 590152 518073 43.92% 6.203%
rBv 418674 402068 34.08% 4.814%
7.186 864 867 879 rBvV 328040 325464 27 .59% 3.897%
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1 7.904 985 989 998 rBV 777774 681299 57.76% 8.157%
11 8.198 1031 1039 1041 rBV3 8950 13676 1.16% 0.164%
12 8.328 1057 1061 1066 rBV 25427 26128 2.21% 0.313%
13 8.633 1109 1113 1121 rBV 25449 39409 3.34% 0.472%
14 8.928 1160 1163 1166 rVB 15295 12467 1.06% 0.149%
15 8.975 1168 1171 1175 rBV 694508 593250 50.29% 7.103%
16 9.380 1237 1240 1243 rBV 50523 38267 3.24% 0.458%
17 9.651 1282 1286 1290 rBvV2 810284 686754 58.22% 8.223%
18 10.310 1393 1398 1401 rBV 14379 15156 1.28% 0.181%
19 10.445 1417 1421 1431 rVB 255840 258577 21.92% 3.096%
20 10.575 1438 1443 1449 rVB3 19274 29622 2.51% 0.355%
21 11.133 1535 1538 1546 rBV 623262 544538 46.16% 6.520%
22 11.680 1628 1631 1636 rBV 28848 25472 2.16% 0.305%
23 12.716 1804 1807 1811 rBV 366289 296692 25.15% 3.552%
24 13.621 1957 1961 1965 rBvV4 15474 19303 1.64% 0.231%
25 13.774 1983 1987 1992 rVB 474086 442517 37.51% 5.298%
26 14.257 2065 2069 2073 rBV7 10555 15972 1.35% 0.191%
27 14.598 2124 2127 2131 rBV 22940 23350 1.98% 0.280%
28 15.168 2219 2224 2230 rVB 396923 469611 39.81% 5.623%
29 15.562 2288 2291 2295 rVB5 16389 26372 2.24% 0.316%
30 15.651 2302 2306 2311 rBV 19809 31207 2.65% 0.374%

31 15.768 2321 2326 2339 rBV2 178284 333460 28.27% 3.993%
32 15.951 2347 2357 2362 rBV5 496371 1179623 100.00% 14.124%
33 15.998 2362 2365 2377 rVB5 114191 230716 19.56% 2.762%
34 16.186 2393 2397 2403 rVB6 21082 35310 2.99% 0.423%
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LSC Area Percent Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF092017\
Data File : BF098668.D

Aca On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample : 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Intearation Parameters: rteint.p
Intearator: RTE

Smoothing : ON Filtering: 5

Sampling : 1 Min Area: 3 % of largest Peak
Start Thrs: 0.2 Max Peaks: 100

Stop Thrs - 0 Peak Location: TOP

IT leading or trailing edge < 100 prefer < Baseline drop else tangent >
Peak separation: 5

Method > Z:\HPCHEM1I\BNA F\METHODS\8270-BF091117_M
Title = ASP BNA STANDARDS FOR 5 POINT CALIBRATION
35 16.515 2447 2453 2457 rBV6 10048 23791 2.02% 0.285%
36 16.598 2462 2467 2474 rVB6 19044 34728 2.94% 0.416%
37 17.127 2555 2557 2564 rVB7 11682 19034 1.61% 0.228%

Sum of corrected areas: 8352064
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LSC Report - Integrated Chromatogram

Data Path : Z:\HPCHEM1\BNA F\DATA\BF092017\
Data File : BF098668.D

Aca On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample : 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF091117_.M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method :
Quant Title :
TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

Abundance TIC: BF098668.D
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF092017\
Data File : BF098668.D

Aca On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample : 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF091117_.M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 1 Butanoic acid, 3-methyl- Concentration Rank 6

R.T. EstConc Area Relative to ISTD R.T.

4.96 3.10 ng 80268 1,4-Dichlorobenzene-d4 6.62
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Butanoic acid. 3-methvl- 102 C5H1002 000503-74-2 83
2 1-Pentanamine 87 C5H13N 000110-58-7 10
3 Hexanoic acid 116 C6H1202 000142-62-1 9
4 1.5-Pentanediol 104 C5H1202 000111-29-5 9
5 Pentanoic acid 102 C5H1002 000109-52-4 9

Abundance Scan 488 (4.957 min): BF098668.D (-478) (-) m/z 60.00 100.00%
6d.0
5000 410
I 68.9 87-9 460 480 500 520
-yttt m/z 41.00 36 .00%
m/z--> 10 20 30 40 50 60 70 80 90 100 110
Abundance #4275: Butanoic acid, 3-methyl-
60.0
5000
43.0 460 4.80 5.00 5.20
87.0 m/z 42.95 35.13%
o150 270 \‘\ 510 690 1010
mz-> 10 20 30 40 50 60 70 80 90 100 110
Abundance
30.0

4.60 4.80 500 5.20
5000 m/z 45.00 22.82%

410 560 69.0 79.0 87.0

O L I o o o LA IR I e o o o
m/z--> 10 20 30 40 50 60 70 80 90 100 110
Abundance #8070: Hexanoic acid
60.0 460 4.80 5.00 5.20
m/z 39.00 22 .24%
5000 270 41.0 73.0
87.0
S A 1Yo T Y
m/z--> 10 20 30 40 50 60 70 80 90 100 110 460 4.80 5.00 5.20
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF092017\
Data File : BF098668.D

Aca On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample : 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Quant Method : Z:\HPCHEM1\BNA F\METHODS\8270-BF091117 .M
Quant Title : ASP BNA STANDARDS FOR 5 POINT CALIBRATION

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 2 unknown6.39 Concentration Rank 2

R.T. EstConc Area Relative to ISTD R.T.

6.39 17.08 ng 442486 1,4-Dichlorobenzene-d4 6.62
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 3-Chloro-6-fluoro-pvrazine 132 C4H2CIFN2 1000146-10-7 27
2 (BE)-3-Chloro-2-methvl-2-pentenal 132 C6HOCIO 031357-76-3 12
3 5-Fluoro-2-chloropvrimidine 132 C4H2CIFN2 062802-42-0 12
4 5-Aminoindole 132 C8H8N2 005192-03-0 12
5 Bicyclo[4.2.0]octa-1,3,5-triene,... 132 C10H12 028749-81-7 9

Abundance Scan 732 (6.392 min): BF098668.D (-729) (-) m/z 132.00 100.00%
132.
5000 68.0
96.0 T T T T T T T T
40.1 540 | 6.00 6.20 6.40 6.60 6.80
Ot et 780|959 W “m/z 68.00  38.34%
m/z--> 30 40 50 60 70 8 90 100 110 120 130 140
Abundance #14142: 3-Chloro-6-fluoro-pyrazine
132.0
69.0
104.0
5000 RN LS SRR AR R
6.00 6.20 6.40 6.60 6.80
310 510 m/z 134.00 30.06%
0'“'J“Jhwl'WH'“|'“ll“?ﬁq'“l'“'l“"w"w"“l‘“' T
m/z--> 30 40 70 80 90 100 110 120 130 140
Abundance
132.0
6.00 620 6.40 6.60 6.80
5000 67.0 m/z 66.00 26.92%
41.0 97.0
53.0
20.0 117.0
0”'%'”'P'”I”'W'”'P'”I”'W'”'quﬂ”'W'”'P'”l”
m/z--> 30 40 50 60 70 80 90 100 110 120 130 140
Abundance #14144: 5-Fluoro-2-chloropyrimidine
132.0 6.00 6.20 6.40 6.60 6.80
m/z 69.00 15.47%
5000
33.0 44.0 0.0 105.0
0'"'I“"I""ﬁ"éﬁ?"'l'”'?9'”I"ﬂ'l'ihl%%qgl”"l"""
m/z--> 30 40 50 60 70 80 90 100 110 120 130 140 6.00 6.20 6.40 6.60 6.80
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF092017\
Data File : BF098668.D

Aca On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample : 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF091117_.M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 4 unknownl5.77 Concentration Rank 4
R.T. EstConc Area Relative to ISTD R.T.
15.77 14.20 ng 333460 Perylene-di12 15.17
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Cholest-5-ene 370 C27H46 000570-74-1 38
5-(2-Methvloctan-2-vI1)-3-(1R.3R-... 332 C22H3602 070434-92-3 32
2-T(1R.39)-3-Hvdroxycvclohexvl15... 318 C21H3402 070434-82-1 25
4 Acetic acid. 2-acetoxymethvl-6-(... 326 C14H18N207 1000193-93-8 25
5 2,2,2-Trifluoro-N-[[4-[[(2,2,2-t. .. 328 C12H10F6N202 1000372-96-8 22
Abundance Scan 2326 (15.768 min): BF098668.D (-2321) (-) m/z 215.20 100.00%
2
55.0
5000
257.2 316.3 "~ 388.3 15.40 15.60 15.80 16.00
ol m/z 55.00 60.17%
m/z--> 50 100 150 200 250 300 350
Abundance #197217: Cholest-5-ene
43.0
370.0
5000 1090 215.0 DAL NS UNARS S
15.40 15.60 15.80 16.00
‘ 3010 m/z 43.05 54.76%
0. : ‘ \Hh “ H‘ H H I“ ‘. \l\ .“ ‘\; .“‘. : IL' |?4|1"|)\| ‘.“. :
m/z--> 200 250 300 350
Abundance
215.0
15.40 15.60 15.80 16.00
5000 m/z 81.00 52.36%
B0 o 161.0
133.0161.
o 260.0 299.0 3320
m/z--> ' 'go' - 160" ' ﬁéo" ' 560" ' ééo" "300" "350" B
Abundance #159990: 2-[(1R,3S)-3-Hydroxycyclohexyl]5-(2-methyloctan-2... L S B
215.0 15.40 15.60 15.80 16.00
m/z 95.00 49 .54%
50001 43 o
81.0
133,0161.0 3180
\“ Al L\\‘H ‘\ \ul H” lh ‘ J \ | | 4§'0 281'0\ ‘
0 T R AR AR AR A
m/z--> 50 100 150 200 250 300 350 15.40 15.60 15.80 16.00
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF092017\
Data File : BF098668.D

Aca On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample : 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF091117_.M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 5 Cholestan-2-one Concentration Rank 1
R.T. EstConc Area Relative to ISTD R.T.
15.95 50.24 ng 1179620 Perylene-di12 15.17
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Cholestan-2-one 386 C27H460 1000210-43-4 78
2 Cholestan-3-one 386 C27H460 015600-08-5 60
3 Cholestan-3-one. (5.alpha.)- 386 C27H460 000566-88-1 58
4 Cholest-4-en-3-ol 386 C27H460 014597-42-3 55
5 Cholestane, 4,5-epoxy-, (4.alpha... 386 C27H460 006079-19-2 53
Abundance Scan 2357 (15.951 min): BF098668.D (-2347) (-) m/z 43.05 100.00%
43.0
81.0
5000
15,60 15.80 16.00 16.20
0 m/z 55.00 98.46%
m/z--> 50 100 150 200 250 300 350
Abundance #205852: Cholestan-2-one
231.0
386.0
5000 43.0 D SR B SRR B
81.0 15.60 15.80 16.00 16.20
21.0 1630 197.0 m/z 81.00 73.01%
o IJW \\;Hh\ .‘m“‘. ‘Hl ‘HIH .HL. N ‘\?6%9 |2?5|10| 3|2§(|) e I\ -
m/z--> 50 100 150 200 250 300 350
Abundance
43.0 231.0
81.0 122.0 R R
15.60 15.80 16.00 16.20
5000 386.0 m/z 95.10 68.90%
163.0
201.0 263.0 300.0 342.0
R L e e T
m/z--> éo 160 1éo 260 2éo 360 3%0 '
Abundance #205879: Cholestan-3-one, (5.alpha.)- T T
231.0 15.60 15.80 16.00 16.20
550 m/z 41.00 63.83%
o 61.0 301.0 353.0
m/z--> 250 300 350 15.|60 15.|80 16.|00 16.|20 '
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Library Search Compound Report

Data Path : Z:\HPCHEM1\BNA F\DATA\BF092017\
Data File : BF098668.D

Aca On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample : 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Quant Method
Quant Title

Z:\HPCHEM1\BNA F\METHODS\8270-BF091117_.M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

R R R ok R Rk SR R AR AR R R R R R R AR AR R R R o R Rk o R R R R AR R R ok R R R AR SR AR AR R S e R ok Sk R R AR R CRAE R R R

Peak Number 6 unknownl16.00 Concentration Rank 5
R.T. EstConc Area Relative to ISTD R.T.
16.00 9.83 ng 230716 Perylene-di12 15.17
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Cholestan-3-ol 388 C27H480 027409-41-2 43
2 3-Fluorocholest-5-ene 388 C27H45F 059331-45-2 25
3 Pvridin-3-ol. 2-(4-nitrophenvl)- 216 C11H8N203 030820-89-4 18
4 Cvclopentlel-1.3-oxazine. octahv... 216 C13H16N20 1000138-92-2 14
5 3-Buten-2-one, 4-(3-hydroxy-6,6-... 208 C13H2002 1000142-31-3 14
Abundance Scan 2365 (15.998 min): BF098668.D (-2362) (-) m/z 57.05 100.00%
57.0 215.2
5000 \/\\//\\/\/\/&\—‘A’
262.2 s73.4 LRI AL BRI NN B
| |' | | 15.60 15.80 16.00 16.20 16.40
- Wi L L Tm/z 21515  94.02%
m/z--> 50 100 150 200 250 300 350
Abundance #206838: Cholestan-3-ol
43.0
5000
810 15.60 15.80 16.00 16.20 16.40
215.0 m/z 43.05 64 .85%
‘ ‘ H 21.0 165.0 : 388.0
ol A LT T L 2480 2ss0 3550, |
m/z--> 50 100 150 200 250 300 350
Abundance
43.0
15,60 15.80 16.00 16.20 16.40
5000 m/z 233.20 64.73%
81.0 275.0
109.0 163.01910 233.0 2080 388.0
O i
m/z--> éo 160 1%0 260 2éo 360 3éo '
Abundance #73960: Pyridin-3-ol, 2-(4-nitrophenyl)- SMRNEN B RS | Y N
39.0 215.0 15.60 15.80 16.00 16.20 16.40
’ 169.0 m/z 81.00 62.61%
115.0
5000
75.0
0 1”"¢ylm“'”'h"" U AR SRR LRI AR SRR SN B
m/z--> 50 100 150 200 250 300 350 15.60 15.80 16.00 16.20 16.40
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Tentatively ldentified Compound (LSC) summary

Data Path : Z:\HPCHEM1\BNA_F\DATA\BF092017\
Data File : BF098668.D

Acq On : 20 Sep 2017 19:00

Operator : SJ/JU

Sample - 15281-04 5X

Misc :

ALS Vial : 16 Sample Multiplier: 1

Quant Method
Quant Title

Z:\HPCHEM1\BNA_F\METHODS\8270-BF091117 .M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

TIC Library = C:\DATABASE\NIST11.L
TIC Integration Parameters: LSCINT.P

|--Internal Standard---|

TIC Top Hit name RT EstConc Units Response |# RT Resp Conc]
Butanoic acid, 3-... 4.96 3.1 ng 80268 1 6.62 518073 20.0
unknown6 .39 6.39 17.1 ng 442486 1 6.62 518073 20.0
unknownl15.77 15.77 14.2 ng 333460 6 15.17 469611 20.0
Cholestan-2-one 15.95 50.2 ng 1179620 6 15.17 469611 20.0
unknownl16 .00 16.00 9.8 ng 230716 6 15.17 469611 20.0
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