LSC Area Percent Report

Data Path : V:\HPCHEM1I\BNA F\DATA\BF070916\

Data File : BF088867.D

Aca On 9 Jul 2016 13:15 Instrument :

Operator : UM/SJ E?Afs el
- _ lentosampleld :

3?22'6 : H3813-26 P001-WW002-01

ALS Vial : 5 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-BF063016.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 1.678 7 8 17 rvv 83694 186125 7.48% 0.875%
2 1.804 17 19 26 rvB 784905 925851 37.20% 4 .354%
3 4.856 283 286 289 rBV 112517 135445 5.44% 0.637%
4 5.302 322 325 328 rBV 861421 785768 31.57% 3.696%
5 6.353 414 417 419 rBV 710466 620723 24.94% 2.919%
6 6.479 426 428 431 rVB 1089226 1362585 54.75% 6.408%
7 6.719 446 449 451 rBV 605160 505880 20.33% 2.379%
8 6.879 460 463 465 rVB 1372304 1466207 58.91% 6.896%
9 7.279 496 498 500 rBV 892954 1146721 46.08% 5.393%
10 7.999 559 561 563 rBV 617979 643302 25.85% 3.025%
11 8.365 591 593 598 rBV3 24793 46546 1.87% 0.219%
12 8.936 640 643 650 rVB3 10426 30234 1.21% 0.142%
13 9.085 653 656 658 rBY 2547094 2488729 100.00% 11.705%
14 9.119 658 659 662 rVB 41757 34955 1.40% 0.164%
15 9.473 688 690 692 rBV 65795 52612 2.11% 0.247%
16 9.748 712 714 717 rVB2 680928 872826 35.07% 4.105%
17 9.976 728 734 737 rBV2 25299 43978 1.77% 0.207%
18 10.091 742 744 746 rBV 40608 35667 1.43% 0.168%
19 10.536 780 783 786 rBVY 1363359 1332549 53.54% 6.267%
20 10.674 791 795 798 rBV 25488 51428 2.07% 0.242%
21 10.731 798 800 801 rvVv 28517 28843 1.16% 0.136%
22 10.765 801 803 804 rvVv 38930 45653 1.83% 0.215%
23 10.788 804 805 807 rvv2 25422 42213 1.70% 0.199%
24 10.879 809 813 814 rvv2 22446 58796 2.36% 0.277%
25 10.902 814 815 817 rVvv2 52182 70792 2.84% 0.333%
26 10.936 817 818 821 rVvv2 25788 53640 2.16% 0.252%
27 10.982 821 822 825 rVB 37603 39787 1.60% 0.187%
28 11.119 830 834 835 rBV 48875 71884 2.89% 0.338%
29 11.234 841 844 846 rVB 599021 817391 32.84% 3.844%
30 11.291 846 849 854 rBV2 12583 33594 1.35% 0.158%
31 11.416 857 860 862 rVB3 45384 79746 3.20% 0.375%
32 11.542 869 871 874 rVvVv 40064 36304 1.46% 0.171%
33 11.645 877 880 882 rVB2 42011 57879 2.33% 0.272%

34 11.782 889 892 894 rBvV 459325 574043 23.07% 2.700%
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LSC Area Percent Report

Data Path : V:\HPCHEM1I\BNA F\DATA\BF070916\

Data File : BF088867.D

Aca On 9 Jul 2016 13:15 Instrument :

Operator : UM/SJ EﬁAfs el
- _ lentosampleld :

3?22'6 : H3813-26 P001-WW002-01

ALS Vial : 5 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-BF063016.-M

Title = ASP BNA STANDARDS FOR 5 POINT CALIBRATION

35 12.422 945 948 950 rBV 46158 71302 2.86% 0.335%
36 12.479 950 953 956 rvv4 21499 58113 2.34% 0.273%
37 12.571 956 961 963 rvv 694147 1040658 41.81% 4._.894%
38 12.651 966 968 971 rvB2 32083 65017 2.61% 0.306%
39 12.811 979 982 985 rBV 1640153 2199672 88.39% 10.345%
40 13.348 1027 1029 1035 rVB3 18648 50933 2.05% 0.240%
41 13.657 1053 1056 1058 rBV 22800 37630 1.51% 0.177%

42 13.725 1058 1062 1065 rVB 170708 285473 11.47% 1.343%
43 13.851 1070 1073 1075 rBV 791465 693052 27.85% 3.259%

44 13.954 1075 1082 1088 rBV6 26843 92905 3.73% 0.437%
45 14.342 1114 1116 1120 rVB 18387 28305 1.14% 0.133%
46 14.640 1140 1142 1144 rBV 38419 42095 1.69% 0.198%
47 14.708 1145 1148 1153 rVB2 44553 76528 3.07% 0.360%

48 15.223 1190 1193 1196 rBV 379610 463560 18.63% 2.180%
49 15.863 1245 1249 1254 rBVY 242292 488549 19.63% 2.298%
50 16.034 1260 1264 1267 rBV2 175838 315499 12.68% 1.484%

51 16.080 1267 1268 1275 rVB3 63332 115606 4._.65% 0.544%

52 16.263 1281 1284 1287 rBV2 16015 25494 1.02% 0.120%

53 16.571 1307 1311 1314 rVB 49078 91509 3.68% 0.430%

54 16.834 1330 1334 1346 rVB3 39396 124566 5.01% 0.586%

55 17.074 1351 1355 1358 rVB4 22512 55393 2.23% 0.261%

56 17.143 1358 1361 1366 rBV5 10819 36921 1.48% 0.174%

57 17.806 1412 1419 1423 rBV7 7454 25321 1.02% 0.119%
Sum of corrected areas: 21262797
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Data Path :
Data File :
Aca On :
Operator :
Sample :
Misc :
ALS Vial :

Quant Method
Quant Title

TIC Library

LSC Report - Integrated Chromatogram

V:\HPCHEM1I\BNA F\DATA\BF070916\
BF0O88867.D
9 Jul 2016 13:15
UM/SJ
H3813-26

5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

: C:\Database\NIST11.L

TIC Integration Parameters: LSCINT.P

Abundance
2500000

2000000

1500000

1000000

500000
1.6

1.80

TIC: BF088867.D

5.30

4.86

6.48

6.35

6.72

6.88

7.28

Ot——
Time-->

T
2.00

2.50

3.00

3.50

4.00

T
4.50 5.00

5.50

6.00

6.50

i
7.00

7.50

Abundance
2500000

2000000

1500000

1000000

500000

Or——

TIC: BF088867.D
9/08

10.54

9.75

11.23

8.00

s.oafl2 947 9.98.09

12.57

.65

12.81

13.35

Time-->

9.00 9.50

8.50 10.00 10.50 11.00 11.50

I
12.00

12.50

13.00

Abundance
2500000

2000000

1500000

1000000

500000

13.7

3.
0F——

TIC: BF088867.D

13.85

15.22
3.95 14.34 14441
AN

15.86
6.03
085 25 16.57 16.8317.9714

17.81

Time-->

14.00 14.50 15.00

16.50

17.00 17.50

18.00

18.50

19.00
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 3 2-Pentanone, 4-hydroxy-4-me... Concentration Rank 11

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

4._86 5.35 ng 135445 1,4-Dichlorobenzene-d4 6.72
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 2-Pentanone. 4-hvdroxv-4-methvl- 116 C6H1202 000123-42-2 56
2 Acetic acid. 1.1-dimethvlethvl e... 116 C6H1202 000540-88-5 39
3 2.3-Butanedione. monooxime 101 C4H7NO2 000057-71-6 25
4 2-Pentanol. 2.4-dimethvl- 116 C7H160 000625-06-9 23
5 2-Hexanol, 2-methyl- 116 C7H160 000625-23-0 23

Abundance Scan 286 (4.856 min): BF088867.D (-283) (-) m/z 43.10 100.00%
a3
59
5000
101 S . U
4.60 4.80 5.00 5.20
83
Ok e 2l Tm/z 59.10  61.08%
m/z--> 10 20 30 40 50 60 70 8 90 100 110
Abundance #8186: 2-Pentanone, 4-hydroxy-4-methyl-
43
5000 L L I UL UL
59 460 480 500 5.20
m/z 101.10 22 .37%
o 25 31 37 | 83 g3 101
miz--> 10 20 30 40 50 60 70 8 90 100 110
Abundance
43
- 460 4.80 500 5.20
5000 m/z 58.10 15.35%
29 101
o 15 37 51 73 83 95
LR UL SR SR SRR UL FULRLIL IR SO S S B
m/z--> 10 20 30 40 50 60 70 8 90 100 110
Abundance #4035: 2,3-Butanedione, monooxime R EaEEREEEEE
43 4.60 4.80 5.00 5.20
m/z 41.10 9.51%
5000
101
15 58
0 \ 28 7|l 51 | 69 84
miz--> 10 20 30 40 50 60 70 8 90 100 110 460 480 5.00 5.0
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 unknown6.48 Concentration Rank 2

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

6.48 53.87 ng 1362590 1,4-Dichlorobenzene-d4 6.72
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 3-Chloro-6-fluoro-pvrazine 132 C4H2CIFN2 1000146-10-7 16
2 5-Fluoro-2-chloropvrimidine 132 C4H2CIFN2 062802-42-0 12
3 1-Methvlpvrrololl.2-alpvrazine 132 C8H8N2 064608-59-9 9
4 Xenon 132 Xe 007440-63-3 9
5 4-Chloro-2-fluoro-pyrimidine 132 C4H2CIFN2 051422-00-5 9

Abundance Scan 428 (6.479 min): BF088867.D (-426) (-) m/z 132.00 100.00%
5000 68
96 ISR RS LR LR
40 4o 54 62'“ [CH 104 6.20 6.40 6.60 6.80
o} Ao 1 O PR A 1B | P m/z 68.10 49.12%
m/z--> 30 40 50 60 70 80 90 100 110 120 130 140
Abundance #14142: 3-Chloro-6-fluoro-pyrazine
132
69
104
5000 ISR RS LR LR
6.20 6.40 6.60 6.80
2 78 m/z 66.10 31.18%
38 44
0”'Wh”wPl”JL'W'”lP'”I”'W'”'P'”I”'W'”' T
m/z--> 30 40 50 60 70 80 90 100 110 120 130 140
Abundance
132
620 640 6.60 6.80
5000 m/z 134.00 31.11%
33 44 g7 105
51 60 70 78 g 115
Ol T T T T T T T T e T
miz--> 30 40 50 60 70 80 90 100 110 120 130 140
Abundance #14509: 1-Methylpyrrolo[1,2-a]pyrazine A R A
132 6.20 6.40 6.60 6.80
m/z 69.10 20.15%
5000
104
o P ST’ e gy
mz> % 40 2 8 70 8 90 100 110 150 10 140 620 640 6.60 6.80
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 6 n-Hexadecanoic acid Concentration Rank 6
R.T. EstConc Area Relative to ISTD R.T.
11.78 14.05 ng 574043 Phenanthrene-d10 11.23
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 n-Hexadecanoic acid 256 C16H3202 000057-10-3 99
2 Pentadecanoic acid 242 C15H3002 001002-84-2 93
3 Tridecanoic acid 214 C13H2602 000638-53-9 91
4 Tetradecanoic acid 228 C14H2802 000544-63-8 80
5 n-Decanoic acid 172 C10H2002 000334-48-5 76
Abundance Scan 892 (11.782 min): BF088867.D (-889) (-) m/z 73.05 100.00%
73
43 60
5000 129
97 115 213 LN N SR DU B
143127171185, 00 5y, 256 11.40 11.60 11.80 12.00 12.20
0 m/z 60.00 79.02%
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260
Abundance #107549: n-Hexadecanoic acid
43 6073
5000 129 R AR RPN
umnmnmnmnm
m/z 43.10 T4_.77%
ﬂji 143157171185199213
0‘
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260
Abundance
43 60 73
11/40 11,60 11.80 12.00 12.20
5000 129 m/z 57.10 64 .79%
29 a7
115 | 143 199 242
101 185
s 157171 213506
m/z--> 25 Jo eb éo 160 150 150 160 180 200 220 210 2éo
Abundance #72646: Tridecanoic acid AR e s e
43 60 78 11.40 11.60 11.80 12.00 12.20
m/z 55.10 62.83%
5000 - e
“ T? 01115 ‘ 171185 214
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 11. 40 11. 60 11. 80 12. oo 12 20
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 7 Octadecanoic acid Concentration Rank 4
R.T. EstConc Area Relative to ISTD R.T.
12.57 30.03 ng 1040660 Chrysene-di12 13.85
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Octadecanoic acid 284 C18H3602 000057-11-4 99
2 Tetradecanoic acid 228 C14H2802 000544-63-8 86
3 Pentadecanoic acid 242 C15H3002 001002-84-2 76
4 n-Decanoic acid 172 C10H2002 000334-48-5 62
5 Undecanoic acid 186 C11H2202 000112-37-8 43
Abundance Scan 961 (12.571 min): BF088867.D (-956) (-) m/z 73.10 100.00%
a3 B
57
5000 129
185 241 UV DA AARER SN
143157171 | 199514227 12.20 12.40 12.60 12.80
0 m/z 43.10 80.66%
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #131261: Octadecanoic acid
43 73
5000 129 UUUNBA DGR SUUREN SUNLRE I
12.20 12.40 12.60 12.80
m/z 60.10 T4.72%
0‘
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance
73
43 NN AARSR IUNRRE
12.20 12.40 12.60 12.80
5000 129 m/z 57.10 72.13%
29 87 185
115 | 143 228
o5 59 101 157 199,14
Wmmwmmm
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #95855: Pentadecanoic acid N RN RREEE T
43 78 12.20 12.40 12.60 12.80
m/z 55.10 66.95%
129
5000 29 ‘—J\/L
0 e A
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280 1250 1£4o 12%0 12%0 '
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 8 Diethylene glycol dibenzoate Concentration Rank 8
R.T. EstConc Area Relative to ISTD R.T.
13.73 8.24 ng 285473 Chrysene-d12 13.85
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Diethvlene alvcol dibenzoate 314 C18H1805 000120-55-8 72
2 2-(2-(2-Methoxvethoxv)ethoxv)eth... 268 C14H2005 1000366-99-1 64
3 Benzoic acid. 2-(3-nitrophenvle... 271 C15H13N0O4 1000368-22-4 59
4 Benzoic acid. 2-(4-nitrophenoxvy)... 287 C15H13NO5 1000368-92-7 50
5 1,3-Dioxolane, 2-(methoxymethyl)... 194 C11H1403 1000156-71-2 47
Abundance Scan 1062 (13.725 min): BF088867.D (-1058) (-) m/z 105.00 100.00%
105
149
5000 77
43 57 13.40 13.60 13.80 14.00
125 : : : :
I N 0 PR V2 A N 1+ I m/z 149.05  72.36%
m/z--> 20 40 60 80 100 120 140 160 180 200
Abundance #156210: Diethylene glycol dibenzoate
105 149
5000
77 13.40 13.60 13.80 14.00
m/z 77.10 40.16%
27 39 5} C |12 \ 179 192
m/z--> 20 40 60 80 100 120 140 160 180 200
Abundance
105
13.40 13.60 13.80 14.00
5000 59 . m/z 57.10 13.90%
29 45 89
oL b b b g 122138 | 163 179 193 209
m/z--> 20 40 60 80 100 120 140 160 180 200
Abundance #120019: Benzoic acid, 2-(3-nitrophenyl)ethyl ester B BBEmma B B
149 13.40 13.60 13.80 14.00
m/z 43.10 11.02%
105
5000 77
2 51 90
7 39 7 63 0 || 122133 | 165178
m/z--> 20 40 60 80 100 120 140 160 180 200 1340 13.60 13.80 14.00
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 9 unknownl3.95 Concentration Rank 15
R.T. EstConc Area Relative to ISTD R.T.
13.95 2.68 ng 92905 Chrysene-di12 13.85
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Cholest-5-ene. 3-ethoxv-. (3.bet... 414 C29H500 000986-19-6 38
2 Ledene oxide-(I1D) 220 C15H240 1000159-36-7 16
4-(Pvridin-2-vDpiperazine-1-car... 191 C10H13N30 1000368-49-0 10
4 1-Cvclohexene-1-acetaldehvde. 2.... 166 C11H180 000472-66-2 10
5 Cyclohexane, 1,5-diethenyl-2,3-d... 164 C12H20 068779-14-6 10
Abundance Scan 1082 (13.954 min): BF088867.D (-1075) (-) m/z 43.10 100.00%
43
107 145
5000 81 213
185 303
329 414 RS AR AR N
" ‘|| ‘ | | 13.60 13.80 14.00 14.20
ob—i i m/z 145.10 59.58%
m/z--> 50 100 150 200 250 300 350 400
Abundance #217443: Cholest-5-ene, 3-ethoxy-, (3.beta.)-
43
5000 R ---- T
81 368 Bmwmmmmm
107 329 m/z 107 .05 53.95%

ol | M‘MHM‘MJHM\M‘M}73193213 arEee | ﬁ,ﬂl, .,4j?
m/z--> 50 100 150 200 250 300 350 400
Abundance
43

13 60 13. 80 14. 00 14.20

5000 m/z 57.10 53.72%
6o 91 159
131
111 179 202
ol i by W gl L 2O

m/z--> 50 100 150 200 250 300 350 400

Abundance #53621: 4-(Pyridin-2-yl)piperazine-1-carbaldehyde I A B m
107 13 60 13. 80 14. 00 14. 20

m/z 105.05 50.56%

5000 &
133 191
| e |
et 77

HHHJ} li'J\
m/z--> 100 150 200 250 300 350 400 13.60 13.80 14.00 14.20

o
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 10 Squalene Concentration Rank 14
R.T. EstConc Area Relative to ISTD R.T.
14.71 3.30 ng 76528 Perylene-d12 15.22
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Saualene 410 C30H50 000111-02-4 68
2 Docosa-2.6.10.14.18-pentaen-22-a... 384 C27H440 1000163-04-7 58
3 Supraene 410 C30H50 007683-64-9 58
4 2.6.10-Dodecatrien-1-ol. 3.7.11-... 222 C15H260 004602-84-0 58
5 Farnesol, acetate 264 C17H2802 1000352-67-2 50
Abundance Scan 1148 (14.708 min): BF088867.D (-1145) (-) m/z 69.10 100.00%
69
5000 vV;«\A_,JWAAj\,\v_,,_v_\~ﬁ
41 95 137 174 LA A BN IR
203 14.40 14.60 14.80 15.00
o S B B e e o e m/z 81.10 55.81%
mz-> 0 50 100 150 200 250 300 350 400
Abundance #215931: Squalene
69
5000 UL PR RN SRR
41 14.40 14.60 14.80 15.00
95 137 m/z 41.10 21.32%
0 15 nrl “\ ‘\ M\ h‘\‘ H \“ u‘| \‘1§1 L 1?1\ 231 273 299 341 367 410
mz-> 0 50 100 150 200 250 300 350 400
Abundance
69
14.40 1460 14,80 15.00
5000 a1 m/z 174.10 19.73%
93
136
o 114 161 192 537 273 315341 384
mz-> 0 50 100 150 200 250 300 350 400
Abundance #215928: Supraene e ma
69 14.40 14.60 14.80 15.00
m/z 137.20 16.88%
5000
41
95 137
o L Ll 116 | 163 191 217 245 273 299 341 367 410
mz-> 0 50 100 150 200 250 300 350 400 14.40 14.60 14.80 15.00
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

C:\Database\NIST11.L
LSCINT.P

TIC Library :
TIC Integration Parameters:

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 11 Cholestan-3-ol, (3.beta.,5.... Concentration Rank 5
R.T. EstConc Area Relative to ISTD R.T.
15.86 21.08 ng 488549 Perylene-di12 15.22
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Cholestan-3-ol. (3.beta..5.beta.)- 388 C27H480 000360-68-9 89
2 trans-3-I2-Hvdroxv-4-(2-methvl-2... 332 C22H3602 1000370-41-7 38
3 Cvclopentlel-1.3-oxazine. octahy... 216 C13H16N20 1000138-92-2 30
4 Cholestan-3.alpha.-ol acetate 430 C29H5002 1000214-83-2 25
5 Cholestanol 388 C27H480 000080-97-7 25

Abundance Scan 1249 (15.863 min): BF088867.D (-1245) (-) m/z 215.20 100.00%
215
43
5000
B e e N B
15.60 15.80 16.00 16.20
[ m/z 95.10 71.18%
m/z--> 50 100 150 200 250 300 350
Abundance #206844: Cholestan-3-ol, (3.beta.,5.beta.)-
43 215
5000 373 L L L
15 60 15. 80 16. OO 16 20
- m/z 107.10 71.03%
257 288 5%
oS Y S - S
m/z--> 50 100 150 200 250 300 350
Abundance
233
R AREEE ma e e
15.60 15.80 16.00 16.20
5000 m/z 81.05 70.85%
332
55 81 107 147 187 260
O A e o e o o LA e o o e B BN e
m/z--> 50 100 150 200 250 300 350
Abundance #74245: Cyclopent[e]-1,3-oxazine, octahydro-2-(phenylimino... L REEmEnmm e e
215 15.60 15.80 16.00 16.20
m/z 43.10 68.34%
- T ‘J—\M
m/z--> 50 200 250 300 350 15 60 15. 80 16. OO 16 20
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 12 Cholestan-3-one Concentration Rank 7
R.T. EstConc Area Relative to ISTD R.T.
16.03 13.61 ng 315499 Perylene-di12 15.22
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Cholestan-3-one 386 C27H460 015600-08-5 64
2 5_beta.-Cholan-24-oic acid. 3-oxo- 374 C24H3803 001553-56-6 49
3 Cholestan-3-one. (5.alpha.)- 386 C27H460 000566-88-1 45
4 Cholestan-2-one 386 C27H460 1000210-43-4 38
5 Cholestane, 4,5-epoxy-, (4.alpha... 386 C27H460 006079-19-2 25
Abundance Scan 1264 (16.034 min): BF088867.D (-1260) (-) m/z 55.10 100.00%
55 8 231 Vﬂﬂlxﬁ\ﬁ\/\;ﬁv/\A\»vvm/rxyN’~
5000
316
353 386 R SUNLR SRR SRR B
F55275 | l 15.80 16.00 16.20 16.40
o A m/z 81.10 90.33%
m/z--> 50 100 150 200 250 300 350
Abundance #205858: Cholestan-3-one
43 231
81 122
5000 386 HRE SUNILR SRR SRR B
15.80 16.00 16.20 16.40
163 m/z 43.10 85.69%
189 300 342
0 ———t \‘ .“.‘ U‘“‘.‘ Id' \H\ I}L‘ﬂﬁ; “l““.“““. H. ﬁq%‘. ‘. .‘h 253?” : l\ e .‘ T ‘.“ .“. T
m/z--> 50 100 150 200 250 300 350
Abundance
55
" 15.80 16.00 16.20 1640
5000 81 m/z 95.10 83.95%
107 161
. 135 ™" 180211951271 304 308 356375
m/z--> §0 160 1éo 260 2éo 360 3éo '
Abundance #205879: Cholestan-3-one, (5.alpha.)- R e I
231 15.80 16.00 16.20 16.40
m/z 231.20 81.81%
5000 386
o 261 301 329 353
m/z--> 250 300 350 15.80 16.00 16.20 16.40
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 13 Cholestan-3-ol Concentration Rank 12

R.T. EstConc Area Relative to ISTD R.T.
16.08 4.99 ng 115606 Perylene-di12 15.22
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Cholestan-3-ol 388 C27H480 027409-41-2 50

2-T(1R.3S)-3-Hvdroxvcvclohexvl15... 318 C21H3402 070434-82-1 16
3 2-Cvclohexen-3-ol-1-one. 2-benzovl- 216 C13H1203 061834-43-3 14
4 Kinetin 215 C10H9N50 000525-79-1 11
5 2,7-Dimethyl-3,5-dimethylthio-2H. .. 215 C8H13N3S2 066425-11-4 11
Abundance Scan 1268 (16.080 min): BF088867.D (-1267) (-) m/z 215.15 100.00%
215
43
5000 &7 95 " 165 L
190 255573 AN .... PN
I “ - || 1580 16.00 16.20 16.40
okl L Tm/z 43.10 61.28%
m/z--> 50 100 150 200 250 300 350
Abundance #206838: Cholestan-3-ol
43
5000 L BRI B B B
81 mmmmmmmm
107 215233 m/z 233.20 57.48%
‘ ‘ H ‘ 147165 388
Ol 28I T 100 | | 262 288 331355 |
m/z--> 50 100 150 200 250 300 350
Abundance
215
233 1580 16.00 16.20 16.40
5000{ 45 m/z 95.10 49 .35%
81 161
107 133
318
ol .63 187 257 281300
m/z--> 55 160 1%0 200 2%0 360 3éo '
Abundance #74183: 2-Cyclohexen-3-ol-1-one, 2-benzoy!- T
77 105 215 mmmmmmmm
m/z 165.10 49 .18%
5000{ 51
187
‘ ‘132 160
0 |“‘|H|“\i‘|'|“i|“|‘||||‘|||‘||| ——— T |||||||||||||||||||
m/z--> 50 100 150 200 250 300 350 1580 1600 1620 1640
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.M
ASP BNA STANDARDS FOR 5 POINT CALIBRATION

Quant Method
Quant Title

C:\Database\NIST11.L
LSCINT.P

TIC Library :
TIC Integration Parameters:

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 14 unknownl6.57 Concentration Rank 13

R.T. EstConc Area Relative to ISTD R.T.
16.57 3.95 ng 91509 Perylene-d12 15.22
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 1-Ethanone. 1-{2-T(3.3-dimethvl-... 292 C16H24N20S 077109-20-7 43
2 Trimethvl(2-(4-(2-(trimethvisilyv... 354 C18H3403Si2 1000368-53-8 27
3 12H-Benzolalphenothiazine 249 C16H11NS 000225-83-2 25
4 1.3.5-Triazine-2.4-diamine. 6-(c... 249 C11H12CIN5 1000338-25-4 25
5 Phosphine, methyl-(2,4,6-triisop... 250 C16H27P 158748-69-7 22

Abundance Scan 1311 (16.571 min): BF088867.D (-1307) (-) m/z 249.20 100.00%
249
43 95
5000 67 191 181 215
161 404 L L e e e
| | ‘ ™ | | 16.20 16.40 16.60 16.80
o N D T N m/z 43.10 55.82%
miz--> 50 100 150 200 250 300 350 400
Abundance #137666: 1-Ethanone, 1-{2-[(3,3-dimethyl-5-thioxotetrahydr...
249
5000 UVBSAARRUNESUUARR B
16,20 16.40 16.60 16.80
219 m/z 95.10 55.26%
. ﬁf‘es g5 108 136 171190 292
o> O e e e 'zso' 300 350 400
Abundance
249
73 16.20 16.40 16.60 16.80
5000 m/z 107.05 53.81%
43
159
o 93 17137 192 219 339
miz--> " s0 100 150 200 250 300 350 400
Abundance #101520: 12H-Benzo[a]phenothiazine e
249 16.20 16.40 16.60 16.80
m/z 55.10 51.76%
5000 217
78 102124 189
ot e SN
miz--> 50 100 150 200 250 300 350 400 16,20 16.40 16.60 16.80

8270-BF063016.-M Mon Jul 11 17:50:49 2016

Page: 14



Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 15 unknownl16.83 Concentration Rank 10
R.T. EstConc Area Relative to ISTD R.T.
16.83 5.37 ng 124566 Perylene-d12 15.22
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 1-Cvcloheptene-3-carboxamide. N-... 215 C14H17NO 1000159-24-4 15
4-(2°. 47. 4"-trimethvl-vciclol4... 204 C14H200 1000373-94-4 10
3 11-Azatricvclol6.2.1.0(2.7)1lunde... 215 C13H13NO2 1000306-00-6 10
4 _aamma.-Neoclovene 204 C15H24 1000156-11-7 10
5 6-Methyl-2-phenoxymethyl-4-pyrim... 215 C12H13N30 067386-50-9 10
Abundance Scan 1334 (16.834 min): BF088867.D (-1330) (-) m/z 43.10 100.00%
48 81
149 215

189

i1k

5000
| ‘I‘ 16.60 16.80 17.00 17.20
OFprrrr i m/z 81.10 81.75%
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #73524: 1-Cycloheptene-3-carboxamide, N-phenyl-
3
5000 LIS I L L L L L L L

16.60 16.80 17.00 17.20
m/z 149.10 80.39%

187200

04
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance
161 189
11933147 16.60 16.80 17.00 17.20
5000 m/z 215.20 76.92%
105
9 204
4 54 17 175
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280 (\
Abundance #73498: 11-Azatricyclo[6.2.1.0(2,7)Jundeca-2,4,6,9-tetraen... A BRmas B
21 16.60 16.80 17.00 17.20
m/z 95.10 70.29%
189
5000
115 170
Lo w e T
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280 16. 60 16. 80 17. 00 17. 20
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Library Search Compound Report

Data Path : V:\HPCHEM1\BNA F\DATA\BF070916\
Data File : BF088867.D

Aca On 9 Jul 2016 13:15

Operator : UM/SJ

Sample : H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Z:\HPCHEM1\BNA F\METHODS\8270-BF063016.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 16 unknownl7.07 Concentration Rank 16
R.T. EstConc Area Relative to ISTD R.T.
17.07 2.39 ng 55393 Perylene-di12 15.22
Hit# of 5 Tentative ID MW  MolForm CAS# Qual
1 Pvrimidine. 5-amino-2.4-dichloro... 231 C5H2CI2F3N3 002925-96-4 27
2 3-Buten-2-one. 4-(2-methoxvphenvyl)- 176 C11H1202 010542-87-7 22
3 Propanedioic acid. mononitrile. ... 231 C12H13N302 004980-37-4 22
4 Palladium. bisl(1.2.3-.eta.)-2-m... 216 C8H1l4Pd 041348-25-8 10
5 Isolongifolene-5-0l 220 C15H240 1000159-37-0 10

Abundance Scan 1355 (17.074 min): BF088867.D (-1351) (-) m/z 231.20 100.00%

55 161 231

5000 3 176191 213 \
281 16.80 17.00 17.20 17.40
0 m/z 161.10 91.13%
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #86925: Pyrimidine, 5-amino-2,4-dichloro-6-(trifluoromethyl)-
231

211

5000
16.80 17.00 17.20 17.40

m/z 55.10 84 .29%

0
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance
161
e B BRI
176 16.80 17.00 17.20 17.40
5000 " 145 m/z 68.00 73.38%
118
63 90
o 27 104
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280
Abundance #86647: Propanedioic acid, mononitrile, monohydrazide, N2-...
231 16.80 17.00 17.20 17.40
m/z 81.10 72.90%
5000 163
148 191
133 216
40 o 779 119
OHW.HWWﬂnﬁMMuwﬂgﬁﬂkmhﬂkql”..h..”n.”..”w.”w.. S —
m/z--> 20 40 60 80 100 120 140 160 180 200 220 240 260 280 16.80 17.00 17.20 17.40
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Tentatively ldentified Compound (LSC) summary

Data Path : V:\HPCHEM1\BNA_F\DATA\BF070916\
Data File : BF088867.D

Acq On 9 Jul 2016 13:15

Operator : UM/SJ

Sample - H3813-26

Misc :

ALS Vial : 5 Sample Multiplier: 1

Quant Method
Quant Title

Z:\HPCHEM1\BNA_F\METHODS\8270-BF063016.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]
2-Pentanone, 4-hy... 4.86 5.3 ng 135445 1 6.72 505880 20.0
unknown6 .48 6.48 53.9 ng 1362590 1 6.72 505880 20.0
n-Hexadecanoic acid 11.78 14.1 ng 574043 4 11.23 817391 20.0
Octadecanoic acid 12.57 30.0 ng 1040660 5 13.85 693052 20.0
Diethylene glycol... 13.73 8.2 ng 285473 5 13.85 693052 20.0
unknownl13.95 13.95 2.7 ng 92905 5 13.85 693052 20.0
Squalene 14.71 3.3 ng 76528 6 15.22 463560 20.0
Cholestan-3-ol, (... 15.86 21.1 ng 488549 6 15.22 463560 20.0
Cholestan-3-one 16.03 13.6 ng 315499 6 15.22 463560 20.0
Cholestan-3-ol 16.08 5.0 ng 115606 6 15.22 463560 20.0
unknownl16 .57 16.57 4.0 ng 91509 6 15.22 463560 20.0
unknownl16 .83 16.83 5.4 ng 124566 6 15.22 463560 20.0
unknownl17 .07 17 .07 2.4 ng 55393 6 15.22 463560 20.0
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