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1. X-ray Crystallographic Studies
Single crystals of the compounds 2a, 3a, 5a, 6d(a) and 6h suitable for X-ray diffraction were

obtained from slow diffusion of heptane into a saturated solution of CHCl;. Single crystal X-
ray diffraction data was collected using an Agilent Technologies Gemini A Ultra system (Cu
Ka radiation, A = 1.5418 A). Data reduction and cell refinement were performed with the
program of CrysAlis PRO. Data collection was performed under a stream of cooled nitrogen
(Oxford Cryosystems: Crystream Controller 700). The structures were solved by the direct
method using the SHELXS-97 programs and refined by the full-matrix least-squares method
on F2. All non-hydrogen atoms were refined with anisotropic displacement parameters. The
positions of hydrogen atoms of HIN and H2N were located in Fourier difference electron
density maps. All the other hydrogen atoms were placed in calculated positions with fixed
isotropic thermal parameters and included in the structure factor calculations in the final stage

of full-matrix least-squares refinement.
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Figure S1. Computer—generated drawings of crystal structures of 2a, 3a, and Sa.
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2. Hammett plot
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Figure S2. Hammett plots of '°F chemical shifts versus opu: 0™~ 6pera plot for compounds
5a-i.

3. QM Calculation results

(1b) LUMO (2b) LUMO (4a) LUMO ’
-1.23 eV, orbital 67 -1.60 eV, orbital 71 -1.02 eV, orbital 87

P
(1b) HOMO (2b) HOMO (4a) HOMO ,
-6.98 eV, orbital 66 -6.03 eV, orbital 70 -5.71 eV, orbital 86

(1b) HOMO-1 (2b) HOMO-1 (4a) HOMO-1
-7.11 eV, orbital 65 -6.54 eV, orbital 69 -6.43 eV, orbital 85

Figure S3. Energy levels of molecular orbitals in amide 1b, thioamide 2b, and amidine 4a (on
0.02 e/au? electron density surface).
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Figure S4. Distance between F and H of selected compounds.

Cartesian coordinates (1b)
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1.43200100 -2. 11420300 1. 27548700
-3. 89703500 1.05011200 0. 57829500
-3.76970200 —1.20873500  -0. 21981900
1. 94636300 1. 82209500 —1. 39606300
0. 32598100 0. 25295700 0. 27887800
3. 53066800  —1.67920200 0. 20340500
3.90878100  —2.59903300 0. 62206400
1. 65388700  -0. 11904400 -0.02761200
0. 82219900 2. 24152700 1. 39492300
4. 32268500  —0.84559000  -0.59182700
2.22900500  —1. 29081400 0.47172900
3. 79874100 0. 33877000 —1. 11566300
4. 38571700 0.99637500  —1.73797700
2. 48189900 0.66778200 —0. 83416800
-3. 30850200 0. 08040100  —0. 09754200
-2.00913400 0. 10984900 0. 66452100
-2. 14463000 0. 47404500 1. 57553800
—-1. 51167500 1. 52424200 1. 00336000
—-1. 86244100 2. 24777300 0. 26436200
—-1. 83130300 1. 87489200 1. 98155300
-0. 84532600 -0.53462700 -0. 15152100
-0.72209100 —1. 58816600 0. 08342500
-0.99832400  -0. 42742500 —1.22911300
0.00176300 1. 43254800 0. 94540800
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—5. 02314200
—5. 83226600
—5. 19732800
—4. 90740400

5. 34522500
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Cartesian coordinates (4a)

-0. 21304600

-0. 73095200

-0. 41622100
0. 37611300
0. 86440500
0. 60329300
1. 66641700
-0. 88924700
0. 66510200
2. 03868100
1. 80676800
0. 39339900
-0. 31418700
2. 87658900
2. 75133300
4. 06579500
5. 22203800
—1. 55688400
. 59747800
-3. 66278900
-4, 73623500
-4, 77823500
-3. 73358700
-2. 64929400
-0. 44278100
—1. 35577900
1. 01678500
2. 51188600
2. 64982600
1. 83759400
—-0. 14257100
0. 45602400
6. 03477400
5. 00989900
5. 44457800
-3. 62513400
—5. 54501400
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.40519200
. 86124100
. 47403500
. 05409100
. 12069200

. 81566200
. 06490300
. 71779000
. 05683100
. 85567200
. 21085200
. 24094900
. 99438400
. 67996900
. 14850200
. 30611400
. 65802400
. 31689000
. 24632200
. 10252900
. 01059400
. 82911500
. 02748600
. 98095100
. 87682600
. 76379600
. 75725900
. 85172500
. 97356800
. 86832300
. 50771000
. 76197200
. 16319800
. 72784300
. 29964600
. 32704300
. 15422600
. 48555300
. 88186900
. 66981200
. 09297800
. 67553500

. 96736600
. 48545300
. 93723000
. 99028100
. 80465500

. 19041100
. 86826400
. 95162400
. 00579200
. 03225400
. 14966800
. 00313400
. 04284200
. 09428800
. 15463400
. 65789100
. 15857900
. 03694700
. 16604300
. 71163700
. 81320800
.41113000
. 08295300
. 15848600
. 75360600
. 68966900
. 29539700
. 21838600
. 15359600
. 26634500
. 62857000
. 98019700
.83001100
. 84346700
. 74769000
. 82950000
. 81088500
. 03972100
. 58298000
. 64152700
. 49688600
. 40360700



H —3. 76161300
—1. 85676600
H —5. 61637300
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Cartesian coordinates(4b)

1. 94401500
. 19368500
. 97585300
. 44682100
. 18836600
. 45853500
. 68592200
. 27864100
. 19407600
. 26474800
. 50618100
. 06004000
. 09145100
. 13645300
. 69030800
3. 33084400
4. 08759500
-1. 13292600
—2.46009000
. 40414500
—4. 73402000
—5. 18078100
—4. 23921900
—2.89891900
2. 12908000
0. 79279000
3. 03960200
2
3
1
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. 69387600
. 05986100
. 54781700
—0. 68313700
—0. 07513900
4. 97325500
3. 49268400
4. 34849600
-3. 06790400
—5. 44096900
—4. 55567500
—2. 19946600
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.60707700
. 03439100
. 43903600

. 58853500
. 09105700
. 72515100
. 81195500
. 36535800
. 71830100
.49161300
. 23684200
. 42854300
. 58319100
. 83938400
. 63330900
. 12399700
. 11706400
. 86624400
. 34676300
. 54429700
. 61577500
. 13098600
. 67766500
. 26961900
. 67857500
. 20245000
. 80950300
. 64970700
. 73843000
. 07059400
. 75284800
. 27648000
. 83794200
. 05279800
. 11565500
. 53277400
.43716100
. 48527700
. 41970900
. 69837300

1. 92597400
1. 21087200
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. 99323600
. 88733900
. 34804500

. 21251800
. 85618200
. 94418500
. 00647200
. 05445200
. 17704900
. 03062800
. 04560100
. 08610200
. 13385900
. 65254700
. 16582400
. 04790800
. 16250000
. 70865100
. 80260900
. 40092300
. 05373100
. 10906000
. 77842400
. 73815700
. 19910100
. 09399000
. 05476700
. 29211400
. 62088700
. 01535400
. 85655000
.81017700
. 74202300
. 84165300
. 80324100
. 02479200
. 57903700
. 65334200
. 48903000
. 43883900
. 83574300
. 77583300



—6. 63368400
—6. 99156800
—7.27706100
—6. 78477000
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Cartesian coordinates(4c)

2. 33573300
. 55317000
. 31218500
. 79083300
. 56509900
. 85897700
. 07175500
. 58256500
. 51537300
. 56980700
. 78238800
. 35190500
. 22186400
. 40628900
. 97537000
. 57605600
. 32499500
-0. 80497400
-2. 14173700
. 10085500
—4. 44736900
-4. 85619600
-3. 91654500
—2. 57486600
2. 53909400
1. 14512100
3. 46475700
3
3
1
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. 01581800
. 35590900
. 79751300
—0. 41382100
0. 23895000
5. 19068200
3. 70993700
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—4. 26004800

—_ - T - T T Do T~ - T~ T - T OO0z o00ao=z2"mmoaoaoaoaan
I
w

— O = =

> O NN~ OO

|
—

|
(=)

S8

—_

. 09631600
. 41729800
. 27334500
. 92390200

. 56385500
. 07484700
. 71220400
. 79423700
. 33947700
. 68837500
.46119700
. 23260800
. 41474100
. 61277800
. 85845300
. 63140500
. 11933900
. 14443000
. 88178900
. 39715700
. 60526700
.63913000
. 18318400
. 81459100
. 44714600
. 55262300
. 17454500
. 81266000
. 62223500
. 72609700
. 03381800
. 718676800
. 31979200
. 85779600
. 04743200
. 10611800
.61179100
. 48884300
. 54532400
. 59716800
. 94855800
. 93056000

. 24760800
. 73391500
. 97227500
. 94186200

. 18131800
. 86797000
. 94664700
. 00435300
. 02428600
. 13633100
. 99170000
. 03089600
. 08568800
. 15130000
. 65129400
. 12900300
. 01879700
. 17515300
. 71359700
. 85102900
. 46655500
. 09607200
. 17681000
. 62804000
. 57394700
. 31496600
. 14400300
. 07530900
. 256311200
. 62559600
. 95986900
. 83091700
. 84407300
. 74141500
. 78157100
. 84680200
. 11792300
. 62094800
. 57867900
. 29643300
. 21490100
. 83538500



—1. 86366800
—6. 17489600
—7. 20878300
—8. 12858800
—7. 02492200
—7.29343000
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Cartesian coordinates(4d)

. 32326800
. 55246600
. 17021000
. 49554700
. 26422900
. 69418900
. 61674900
. 44628300
. 07923300
. 02436800
. 12858500
. 70555100
. 74396600
. 58214400
. 01959500
. 75475400
. 34645800
. 20718700
. 57509100
—2. 42634400
—3. 79508800
—4. 34854700
-3. 51506900
—-2. 14213400
3. 63549400
2. 25941200
4. 28640700
3
3
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. 42398300
. 85343400
. 19733200
—0. 06079100
0. 47627400
5. 24357800
3. 65034100
4. 58279400
—1.98775700
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. 28096200
. 99400300
. 38251500
. 88108000
. 54062400
. 68805700

. 36315200
. 96813100
. 64036900
. 67315400
. 12362200
. 43247200
. 18891500
. 24426100
. 32921000
. 80292000
. 96056400
. 57638300
. 06332400
. 30175700
. 97741500
. 68344400
. 96270000
. 79339100
. 48402500
. 07482100
. 84256900
. 03642900
. 54277400
. 31748600
. 39276100
. 66421200
. 70741500
. 02199500
. 58632300
.97777000
. 88858700
. 04949100
. 06553500
. 77597400
. 92665900
. 71344700

. 74150500
. 45971400
. 35182100
. 06376800
. 41750200
. 14917900

. 26029500
. 83640700
. 94179800
. 01535200
. 09190800
. 23439800
. 07350400
. 06317800
. 09987900
. 14903100
. 67851700
. 23206300
. 09099600
. 16030800
. 70332800
. 76300200
. 33343300
.00741700
. 05036600
. 90390700
. 87155900
. 13384200
. 09738100
. 06014600
. 35461300
.60713100
. 09348200
. 84347700
. 81906200
. 76627300
. 93937500
. 72408900
. 93180200
. 52468400
. 72752200
. 65655600



—4. 43965100
—3. 94182500
—1. 50620000
.80111500
—6. 57369200
—6. 30301900
—6. 13493100
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. 80101500
. 06421600
. 73983900
. 09212000
. 82466200
. 19617600
. 20138400
. 04743700
. 73544900
. 73155100
. 88958200
. 44847100
. 42172300
.39790000
. 85322600
. 59585400
. 24080200
. 56861500
. 91961700
—-2. 79703800
-4. 15646600
-4. 65800700
-3. 81628800
—2. 45393900
—6. 08288800
. 06800200
. 75351200
. 76319000
. 14201400
. 54849100
. 96436200
-0. 29912700
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5. 15120400
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. 29961500
. 15225400
. 73927400
. 26002600
. 80275500
. 56604200
. 36653000

. 44009500
. 02489500
. 68346000
. 72159300
. 19170600
. 51603800
. 26154900
. 26775700
. 36139900
. 72636600
. 91844700
. 60046800
. 08929100
. 24238800
. 95190300
. 56189500
. 81710000
. 72347500
. 37335100
. 95275400
. 68235300
. 16073300
. 73000500
. 46310900
. 44342000
. 48086000
. 71632000
. 80706900
. 93593400
. 46390200
. 92635400
. 93716400
. 09342900
. 87012700
. 65979900
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. 60844700
. 88065900
. 82572100
. 12789400
. 36398800
.40071800
. 68183200

. 31563200
. 79691700
. 92095100
. 03160100
. 12456500
. 28659000
. 10096400
. 05503800
. 10359400
. 16664100
. 70769600
. 26682000
. 10882500
. 19487300
. 65281400
. 78224300
. 35695800
. 01197600
. 03690700
. 90559800
. 86775700
. 13045900
. 08945600
. 04166600
. 17581000
. 42488400
. 56487600
. 15726400
. 82329600
. 83501900
. 79516900
. 98286400
. 68269000
. 94150200
. 56895900
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Cartesian coordinates(4f)

. 89991200
. 11041500
. 78872900
. 19042000
. 97600400
. 34975900
. 40893500
. 05771600
. 83227900
. 82090500
. 97385800
. 54757000
. 50252100
. 50687900
. 00856800
. 67970000
. 34447300
. 47622200
. 84537600
. 74534500
. 11140900
. 65420100
. 74987700
. 37988000
. 02574000
. 55785700
. 93829700
. 16577500
. 75860200
. 95890800
. 21971000
. 64883800
. 01670700
. 22706600
. 38733700
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. 45792200
. 38218300
. 83669200
. 23865400
. 79794800
. 83270300
. 51909600

. 78219000
. 61255300
. 11105400
. 36592300
. 87781400
. 08669900
. 21029800

. 44910000
. 02570800
. 68173200
. 71991900
. 20097400
. 52714600
. 27833500
. 26714700
. 36283200
. 72795300
. 91135100
. 60828000
. 09225100
. 24395700
. 97940700
. 54795200
. 80786600
. 72868700
. 37219400
. 17262100
. 91683000
. 15252600
. 93617300
.67901900
. 41352800
. 50305800
. 44048900
. 49177000
. 71271300
. 82073900
. 94874700
. 47536400
. 88405400
. 97131700
. 08801400

. 70808600
. 65304000
. 58650500
. 85142500
. 79366500
. 70260100
. 09060400

. 28622700
. 78606600
. 89405000
. 04109600
. 09344100
. 23488900
. 05615200
. 00353500
. 06828800
. 11571200
. 66636300
. 17264400
. 04650000
. 21006500
. 64462500
. 86043800
. 48941900
. 04652800
. 07975700
. 64282600
. 64185200
. 11248200
. 86571800
. 84291300
. 12065900
. 93281200
. 63324500

0. 38062400

. 54036900

2.07593000

. 87762500
. 77497200
. 75553400
. 84633000
. 79423100



5. 22732200
3. 68370900
4.61133700
—2. 34439100
—4. 75778100
—4. 11081800
. 72765300
—6. 36362800
—6. 13146100
—7. 63460500
—6. 70660100
—6. 91387100
—7.95381000
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Cartesian coordinates(6a)

1. 16374500
-4. 27491900
-4. 04123400
1. 55077400
-0. 04703900
3. 26546800
3. 67541400
1. 30873400
0. 30253900
4. 05780300
1. 93599500
3. 46491600
4. 03187500
2. 12377800
. 65238200
—2. 38264700
—-2. 51557800
—-1. 97429700
-2. 33701600
—2. 34648000
—1. 15845200
-0. 98640300
—-1. 28031300
-0. 45660500
—b. 25668500
—6. 10882500
—5. 37630000
—5. 12483800
5. 50956300
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. 84880200
. 64919900
. 79355300
. 00120200
. 55765500
. 74687900
. 28514900
. 35557200
. 47003400
. 55978100
. 43917800
. 47999400
. 07115600

. 89425300
. 86068100
. 36667700
. 89955600
. 34318500
. 39715400
. 26667200
. 02911300
. 40589100
. 57836200
. 07221400

0. 54021300

. 19901000
. 80861800
. 04972300
. 08857800
. 45901400
. 54281500
. 20998600
. 92100000
. 52600900
. 55961700
. 47607900
. 53172900
. 66791800
. 14399900
. 74160400
. 36416700
. 91088500

. 11611800
. 68567800
. 56495300
. 20981800
. 22184000
.48011400
. 45665500
.00174100
. 64534400
. 79291800
. 70364300
. 28604500
. 51269800

. 48443400
. 71752100
. 23699900
. 40403500
. 31320200
. 45181200
. 94396000
. 06834600
. 34725000
. 36825600
. 65410200
. 97288900
. 61386700
. 75636700
. 16837700
. 63037500
. 56402400
. 91545200
. 13063600
. 86437200
. 11754400
. 16998300
. 20336700
. 91127700
. 01159600
. 58472700
. 93026700
. 04765500
.61783700



H 5. 94336700
5. 62077800
H 6. 10070500

o)

Cartesian coordinates(6b)

0. 77873200
—4. 56734000
—4. 37025000
1. 26565800
—0. 39393900
2. 91359300
3. 33941600
0. 97094900
—0. 08493700
3. 71740500
1. 58189100
3. 16629300
3. 74346100
1. 81295700
-3. 97574200
—2. 74094300
. 91341800
—2. 34328700
—2. 67466900
—2. 75245500
—1. 48688300
—1. 32778400
-1. 56337600
—0. 82651300
—5. 55209600
—6. 41861100
—5. 68298300
—5. 37204500
5. 04656100
5. 96010000
6. 01559400
6. 92412600
5. 66218000
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Cartesian coordinates(6¢)

F 0. 30642600
0 —5. 17721800
0 —4. 79628500
F 0. 62557400

. 45211000
. 53946900
. 00926500

. 88598000
. 87813400
. 35591000
. 87535600
. 33403800
. 39724400
. 25111700
. 02206700
. 38192300
. 57162400
.07172900

0. 53773400

. 19512500
. 79361500
. 04269200
.07757500
. 48794900
. 52541800
. 20850500
. 88487500
. 52425200
. 56365300
. 45360800
. 51289400
. 63977600
. 11371200
. 71329200
. 32645700
. 94304200
. 13206900
. 88676100
.61735300
. 11909700

. 69275900

0. 60313400

. 56406900

2.09327300

S13

. 22311100
. 50595300
. 77908600

. 61290300
. 83239700
. 36695500
. 30066900
. 37399100
. 66449900
. 16549500
. 18196800
. 44899500
. 13545000
. 80861800
. 78657900
. 41500400
.61737500
. 26647100
. 58792900
. 50414400
. 91783700
. 13288200
. 85883600
. 12014500
. 15435400
. 20903500
. 97322500
. 19794700
. 80390700
. 13342200
. 22386500
. 22472500
. 01753800
. 63024300
. 91547100
. 06758300

. 60605500
. 87470100
. 23624100
. 30225300



—0. 96463600
2. 42510500
2. 87118400
0. 41494600
—0. 79665500
3. 18891800
1.07079200
2.59001900
3. 16231900
1. 22493300
—4. 51308400
—3. 29165400
—3. 43417200
—2.99259800
. 36339800
—3. 43181700
—1.99964300
—1. 77507400
—2. 07512000
—1. 48136000
—5. 95479300
—6. 86055200
—5. 99158000
—5. 80767900
4. 64244500
4. 88118700
5. 37153700
5. 22366000

W T T O T D T OO @D DT O DT O OO0 o000 @Dm 0=
I
w

Cartesian coordinates(6d)

0.61110700
-4. 83930000
-4. 49326100
0. 99826500
4. 92903800
-0. 61180200
. 73559400
3. 18541700
0. 75730300
-0. 38146300
. 49575300
. 39045900
. 93823000
. 53947500

T OO OO0 O DT O =z 2 1o o™
\)

W DN = W

. 45542300
. 08247500
. 91263400
. 22546900
. 61136900
. 20270600
. 83565100
. 87344100

1. 55713900
1. 05637000

. 22042900
. 06909400
. 40442600
. 56696500
. 13854700
. 99778300
. 52544500
. 51529600
. 97781500
. 66243000
. 01260600
. 53337700
. 08489400
. 76560000
. 47118500
. 32807600
. 69166200
. 08748800

. 88818400
. 72740100
. 48615400
. 13904900
. 56673100
.40151900
. 25235500
. 13520800
. 15305700
. 49152200
. 31947600
. 98286800
. 83335100
. 53410900

. 33929100
. 69213600
. 21605600
. 17920200
. 21633600
. 08176200
. 81233300
. 74170200
. 34800000
. 60354800
. 24392700
. 59103000
. 56304800
. 76374700
. 08993900
. 65995200
. 05012700
. 33574400
. 13943900
. 82075900
. 02872500
. 66471100
. 87953600
. 07759000
. 27603600
. 36272900
. 53163000
. 83566300

. 39245300
. 78952400
. 30924100
. 16644500
. 36518400
. 34449400
. 51549900
. 93800100
. 14932000
. 35798200
. 18909800
. 67163600
. 73827500
. 29310500



1. 58071900
—4. 18376100
—2. 94563100
—3. 08993200
—2. 60758700
—2. 97430900
—3. 02573700
-1. 67720200
. 47281200
—1. 76686500
—1. 09478500
—5. 67230400
—6. 56299200
—5. 72687800
—5. 53654800
5. 60522400
5. 41198100

oo T T OO IT T OID T OT OO0
I
—

Cartesian coordinates(6h)

-0. 28370000
5. 84330000
4. 06260000
2. 71790000

—-1.60170000
2.29110000

-0. 95520000

—-1. 80540000
1. 26800000
3. 29670000

-0. 67510000

0. 00920000

0. 58520000

0. 80720000

1. 49490000

4. 66700000

3. 68850000

3. 25990000

4. 32310000

5. 14170000

4. 56140000

—2. 79030000

—-2. 52910000

-3. 34380000

-3. 30090000

— DT T O T DT Oz oo oo oo oo OoO=z2""T7990 0o 1™

— O O O W W Wk R ODNDDNDDNDDNDDNFH WNDN W W= O

S15

. 03419300
. 15126400
. 05631900
. 47136400
. 53320200
. 16423800
. 91947800
. 53071200
. 54649900
. 51658500
. 58943800
. 85711800
. 38881900
. 93640500
. 53915400
. 29231200
. 62754400

. 91350000
. 97430000
. 27720000
. 33700000
. 53730000
.60530000
. 26570000
. 02810000
. 15760000
. 56420000
. 08470000
. 79110000
. 47680000
. 39040000
. 98700000
. 09400000
. 95790000
. 98890000
. 59560000
. 66670000
. 19230000
. 91570000
. 18090000
. 56510000
. 58020000

= W W kW w o~

|
(=)

. 56692600
. 22809600
.60729100
. 55077900
. 86626200
. 05357600
. 79228900
. 08501800
. 23877700
. 17424300
. 90929200
. 11208400
. 69994600
. 03803000
. 14318400
. 00171500
. 12837800

. 47680000
. 64800000
. 95810000
. 08280000
. 89680000
. 62450000
. 33200000
. 68100000
. 74030000
. 85350000
. 03400000
. 15540000
. 49580000
. 41560000
. 38790000
. 82570000
. 93750000
. 83980000
. 74210000
. 18990000
. 61420000
. 34510000

0. 24890000

|
—

. 07430000

0. 16330000
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R
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. 14440000
. 73190000
. 90740000
. 48590000
. 58100000
. 78160000
. 90930000
. 27890000
. 93960000
. 60270000
.40790000
. 39850000

O © 00 o0 DN O1 O O © O H

. 01140000
. 73220000
. 64710000
. 30290000
. 01870000
.50110000
. 45600000
. 77180000
. 43850000
. 39840000
. 25670000
. 44180000

W W = W W N Wi

4. Copies of 'H, 13C, and F NMR spectra for Compounds 2-6

4.019
4.001
3.983

. 17390000
. 69500000
. 66980000
. 01930000
. 85250000
. 18120000
. 02710000
. 04310000
. 87730000
. 59870000
. 96770000
. 01200000

N NN 2

S
F
.
F
2a
Il 1_; 1
é 7‘ I; g rI$ ?‘7 é 1 6ppm

=
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9 NAME 2a
o EXPNO 7
~ PROCNO 1
— Date_ 20161228
— Time 14.30
! INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
S TD 131072
SOLVENT CcDCl3
F NS 2
Ds 4
SKH 75187.969 Hz
rd FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 1290.2
oW 6.650 usec
DE 6.50 usec
TE 300.0 K
F Dl 1.00000000 sec
D1l 0.03000000 sec
2a D12 0.00002000 sec
TDO 1
CHANNEL f1
NUCl 18F
Pl 15.00 usec
PLL 3.21 dB
SFO1L 376.4682462 MHz
CHANNEL £2
CPDPRG2 waltzl6
NUCZ 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PLZW 15.07131863 W
U PLL2W 0.62251705 W
SFO2 400.1316005 MHz
| SI 65536
‘ SF 376.4985497 MHz
[\ WOW EM
A SSB 0
[ Ls 0-30 Hz
g—/‘ Kk_ — PC 1.00
T T T T T T
“117.2 117.3 -117.4 -117.5 -117.6 A17.7 ppm
= 8385 5IUXBYNRLARR g 2 EXERO 5
8 B8pe  gggrrrdfedds g 3 5 i
| TR 5 Date_ 20160530
| \ V \\3‘ NW ‘ ‘ ‘ ime 13.25
INSTRUM spect
PROBHD
PULPROG
TD
SOLVENT
NS
S DS
SWH
F FIDRES
AQ
RG
rd DW
DE
TE
D1
D1l
TDO 1

CHANNEL fl =
1

15.50 usec
2a -1.23 dB
50.013%6179 W
100.6238364 MHz

CHANNEL f2 =
waltz1lé

1H
80.00 usec
0.00 dB
13.84 dB
8.00 dB
15.07131863 W
0.62251705 W
0.23886430 W
400.1316005 MHz
32768
100.6127612 MHz
EM

0
1.00 Hz
0

1.40

T T T T T T T T T 1 T
220 200 180 160 140 120 100 80 60 40 20 ppm

S17
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T T T T T T T T T T T
50 45 40 35 30 25 20 15 10 05 ppm

:

=117.69

T T
-116.0 -116.5
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NAME b
EXPNO 1
PROCNO 1
Date_ 20180510
Time 19.44
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT cDCl3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 181
oW 60.400 usec
DE 6.50 usec
TE 300,0 K
Dl 1.00000000 sec
TDO 1
CHANNEL f1
NUC1 10
Pl 16.50 usec
PLL .00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300094 MHz
Wow M
SSB 0
LB 0.30 Hz
GB 1]
PC 1.00
NAME 2b
EXFNO 7
PROCNO b
Date_ 20180712
Time 14.51
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhigqgn
D 131072
SOLVENT Cpcl3
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 4096
D €.650 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
TDO 1

CHANNEL f1

0.64143294
400.1316005

6553
376.4985589
EM
0
0.30
0
1.00

usec
dB

1 dB

W

W
MHZ



5 232385 8898388305398 ge 5 & s 2
=1 RE2B555 888t-eegoseded 28 e g EXPNO 5
& ERRERREE PRI ETRTEE ¢ g BROCNO
| I NN |11
Time
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT cpcl3
NS 1104
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
Pd RG 14596.5
DW 20.850 usec
OM DE 6.50 usec
e 1= 300.0 K
Dl 2.00000000 sec
F D1l 0.03000000 sec
O TDO 1
2b CHANNEL f1
NUC1
Pl usec
PL1 23 dB
PL1W 50.01396179 W
SFOL 100.6238364 MHz
CHANNEL f2
CPDPRGZ waltzlé
NUC2 16
PCPD2 80.00 usec
PL2 0,00 dB
PL12 13.84 dB
PL13 1 dB
BLZW W
PL12W 0.62251705 W
PLL3W 0.23886430 W
SFO2 400.1316005 MHz
SI 327
SF 100.6127608 MHz
WDW EM
558 0
LB 1.00 Hz
GB 0
J BC 1.40
| ! lomo
T T T T T T T T T T i T
220 200 180 160 140 120 100 80 60 40 20 ppm
T O TN CONNN T T RONORNN U RO NW NAME JoCamidine 2c
MOONNNORAQ QO QMMM QS S0 amadosRs EXENO 1
MNENNENNNCOUUTTTOOBRCHOmmm NN NN NN PROCNO 1
w% \\ MW Date_ 20160612
Time 9.00
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT €DCl3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
N "G 228.1
D 60.400 usec
NH DE 6.50 usec
2 E 300.0 K
D1 1.00000000 sec

F: DO 1

= CHANNEL f1

1H
16.25 usec
0.00 dB
5.07131863 W
400.1324710 MHz
32768
400.1300095 MHz
EM

1" 10 9 8 ppm

-~
o
o
&

p—
N
-

1.89

S19



3 5 NAME JoCamidine 2¢
EXPNO 7
g 2 PROCNO i
© «© Date_ 20161228
- = Time 14.37
i v INSTRUM spect
| PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT CDCl13
NS 32
F S DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 4096
N bW 6.650 usec
DE 6.50 usec
TE 300.0 K
NH2 D1 1.00000000 sec
D11 0.03000000 sec
F D12 0.00002000 sec
O TDO i
2c CHANNEL f1
NUC1 19F
Pl 15.00 usec
BL1 3.21 dB
SFO1 376.4682462 MHz
CHANNEL £2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
SI 65536
SF 376.4985532 MHz
WDW EM
SSB [
LB 0.30 Hz
GB 0
BC 1.00
T T T T T T
-105 -110 -115 -120 -125 ppm
Y588 BIFC8/REYY o . NAME JoCamidine 2c
ONO O NN DDDW T TN X Lo EXPNO s
NN~ ©O LW ANNN~T =~ — o3 PROCNO 1
e e PR PR 0 el bita 20160618
\/ ﬁV W W/ | | l Time 11.54
INSTRUM spect
PROBHD 5 mm PABEO BB-
PULPROG zgpg30
TD 65536
SOLVENT cpcl3
F S NS 5120
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 9195.2
N DW 20.850 usec
DE 6.50 usec
NH2 TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
F O TDO 1
2c CHANNEL f1 =
13C
15.50 usec
-1.23 dB
50.013%6179 W
100.6238364 MHz
= = CHANNEL f2 =
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL. 0.0 B
PL12 13.84 dB
PL13 18.00 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
PL13W 0.23886430 W
SF02 400.1316005 MHz
sI 32768
SF 100.6127531 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I[ | .l ul | ’ o L .
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 ppm
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7.40
7.39
7.38
7.37
7.36
7.35
7.35
7.33
7.05
7.03
7.03
7.01

TTONOrOL®ON NAME
DN 03 03,02 0300, 0 EXPNO
THBABO G AN

JOCamidine 2d
1

1

MW WW% Date_ 20160607
Time 9.49
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2530
65536
SOLVENT cDC13
NS 16
S DS 2
SWH 8278.146 Hz
F O FIDRES 0.126314 Hz
a0 3.9581243 sec
RG
N oW 60450 usec
DE 6.50 usec
HN— TE 300.0 K
D1 1.00000000 sec
D0 1
F = CHANNEL f1 =
1H
P1 16.25 usec
PL1 0.00 dB
2d PL1H 15.07131863 W
SFOL 400.1324710 MHz
s1 32768
SF 400.1300090 MHz
WDH EM
SSB 0
LB 0.30 Hz
GB 0
5C 1.00
T T T T T T T T T T T
10 9 8 i 6 5 4 3 2 1 ppm
[ AmE-:] (-] oo (=3 (-]
=1t = = N} o
3 o NAME JoCamidine 2d
o o EXPNO ]
S S PROCNO 1
© © Date. 20161227
= = ime” 9.52
{ { INSTRUM spect
| PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
™ 131072
SOLVENT cpel3
NS 32
D3 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
S a0 0.8716788 sec
0 RG 2048
F D 6.650 usec
DE 6.50 usec
TE 300.0 K
N D1 1.00000000 sec
D11 0.03000000 sec
HN— D12 0.00002000 sec
DO 1
CHANNEL f1 =
F 19F
Pl 15.00 usec
PL1 3.21 dB
2d sFOL 376.4682462 MHz
CHANNEL f2 =
waltzl6
80.00 usec
0.00 dB
13.84 dB
15.07131863 W
0.62251705 W
400.1316005 MHz
65536
376.4985486 Miz
EM
0
0.30 Hz
0
1.00
T T T T T T T
-114 -115 -116 -117 -118 -119 ppm

S21



—203.52
17149
159.16
159.13
159.04
159.01
157.47
157.44
157.36
157.32
13067
130.60
130.54
116.93

ﬁ
;
§

116.82

116.72
112,69

il

112,67
112.56

112.54

112.47

112.45
112.34
11232

—59.01

——47.96

NAME
EXPNO
BROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D

— 4117
—26.73

SOLVENT
NS

T T T T
220 200 180 160 140

T
120

T
100

3.72

3.43
3.41
3.39
3.38
3.36
3.34
3.32
3.05
297

ppm

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT

| PR N 1

1

o -

S22

CHANNEL f1 =

JoCamidine 2d
5

1

20160612

5.19

spect

5 mm PABBO BB/
zgpg30

65536

cDcl3

230

1
36057.691
0.550197
0.9088159
19z2.21
13.867
6.50

298.4
2.00000000
0.03000000
1

CHANNEL f1
150.8892301
13C

11.00

3276
150.8726243
EM
0
1.00

0
1.40

JOCamidine 2e
1

1

20160608

9.39

spect

5 mm PABBO BB-
2930

65536

cDpC13

16

2
8278.146 Hz
0.126314 Hz

3.9584243

64
60,400
6.50

300.
1.00000000
E

1H
16.25

15.07131863 W
400.1324710
32768
400.1300093
EM

0
0.30 Hz

1.00

Hz
Hz
sec

usec
usec
K
sec
sec




-115.5942
-118.1576

T T
-112 -113 -114

—202.87
170.32
159.59
159.54
159.44
159.39
157.05
157.00

2e

156.93
156.88
130.48
130.39
130.29
117.07
116.75
112.63
112.59
112.43
112.40
112.33
112.29
112.13
112.10

SN NN ===

T T
220 200 180 160

NAME JoCamidine 2e
H

PROCNO 1
Date 20161227
Time™ 10.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhigan
TD 131072
SOLVENT cDCl3
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 1290.2
oW 6.650 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
D11 0.03000000 sec
D12 0.,00002000 sec
TDO 1
CHANNEL f1
NUC1 19F
Pl 15.00 usec
PL1 3.21 dB
SFO1 376.4682462 MHz
CHANNEL £2
CPDPRG2 waltzlé
Nucz2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
ST 6553
SF 376.4985452 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00
NAME JoCamidine 2e
EXPNO 5
PROCNO 1
Date_ 20160613
Time 13.39
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT cDCl3
NS 664
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 9195.2
DW 20.850 usec
DE 6.50 usec
TE 300.0 X
Dl 2.00000000 sec
D1l 0.03000000 sec
TDO 1
NUC1
Pl 15.50 usec
PL1 -1.23 dB
PL1W 50.01396179 W
SFO1 100.6238364 MHz
= == CHANNEL f2
CPDPRG2 waltzlé
Nuc2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL13 18,00 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
PL13W 0.23886430 W
SFO2 400.1316005 MHz
SI 32768
SF 100.6127678 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40



N =DM O N TNTONOBUMN=DOANNO NAME JoCamidine 2ba
eI ITnmmnNooQ MOMONNTOO0NnNW0Nn EXENO 3
Ll o TLITLTLTLTTTOOONOOONM PROCNO 1
Wf% M/ \W Date_ 20160524
Time 10.53
INSTRUM spect
PROBHD 5 mm PABBO BE-
PULPROG 2930
™D 65536
SOLVENT C€DC13
NS 16
DS 2
F S SWH 8278.146 Hz
FIDRES 0.126314 Hz
20 3.9584243 sec
RG 161.3
DW 60.400 usec
N DE 6.50 usec
TE 300.0 K
OH D1 1.00000000 sec
TDO 1
CHANNEL fl1 =

1H
16.25 usec
dl

15.07131863 W
400.1324710 MHz

400.1300095 MHz
EM
0
0.30 Hz
0
1.00
I T T T T T T T T T T
9 8 T 6 5 4 3 2 1 ppm
= &s @
= =l 1= e e ]
- ~| led -l e
(‘w_} 5 NAME JOCamidine 2ba
EXPNO 7
8 2 PROCNO 1
o {nd Date_ 20160525
= = Time 11.57
G ! INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
D 131072
SOLVENT cDCl3
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
F A0 0.8716788 sec
RG 4096
DW 6.650 usec
DE 6.50 usec
TE 300.0 K
N D1 1.00000000 sec
D11 0.03000000 sec
OH D12 0.00002000 sec
TDO 1
F CHANNEL f1 =
O 19F
15.00 usec
3.21 dB
2f 376.4682462 MHz
CHANNEL £2 =
waltzlé
1H
80.00 usec
0.00 dB
13.84 dB
5.07131863 W
0.62251705 W
400.1316005 MHz
65536
376.4985555 MHz
EM
0
0.30 Hz
0
1.00
T T T T T
-115 -116 -117 -118 -119 ppm

S24



8 QURCCRIERTEBNBCBBBIY - % = NAME Jocamidine 2ba
o NOOOONNKNNKNOSowwoaaaaoaa 00 D EXENO ]
(=3 MUOLLLELLWLMMM — ™~ ™~ ™ T T~ T T ~ 0 o PROCNO 1
& T T T T T T T T n + @ Date 20160524
| N N2 ] Time™ Ta.42
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
™ 65536
SOLVENT cDCl3
NS 522
DS 4
SHH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 192.21
DW 13.867 usec
DE 6.50 usec
F S TE 298.3 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
N CHANNEL f1
150.8892301 MHz
OH 13¢
11.00 usec
32768
F 150.8726188 MHz
0) EM
0
1.00 Hz
2f 0
1.40
‘ |1 : .
T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
BOOOEDOS-0D0 =2 cusNTgne 3a
JENE2E8883885 AR 8 BaRECeor
NRREREsssssen @e e Jusgassg 3
T (Y = \ 201805
| \lez N/ NN g
spect
5 mm PABBO BB-
2930
65536
cpcl3
NS 16
DS 2
SHWH
F N FIDRES
ag
\ RG
DW
DE
TE 3 0
N D1 1.00000000
D0 1
CHANNEL £1
F 16.50
15.0713;
3a 200.1324710 Miz
32768
400.1300092 MEz
EM
0
0.30 He
0
1.00
L. J
T T T T T T T T T T = T T T T T
80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
) UL Jiil 1
[o2|(euen o = @
223 H 3 B
oifleif= P - =
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3a

NAME 3a
EXPNO T
PROCNO 1
Date_ 20180615

Time 10.03
INSTRUM spect
PROBED 5 mm PABBO BB-
PULPROG zgfhigan

TD 131072
SOLVENT CDCl3

NS 2

DS 4

SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG

DW usec
DE usec
TE K

Dl 1.00 000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1

CHANNEL f1

NU( 19F

. 15.00 usec
PL1 3.21 dB
SFol 376.4682462 MHz

T T 1
-116.6 -116.8 -117.0

161.51
158.87
158.84
128.74
128.16
128.09
128.03
118.08
117.98
117.87
112,37
112.35
112.24
1"z

16055
éwsasﬂ
15218
% 12231
et

T
-117.2

50.78

T
117.4

——26.87
— 2141

3a
15

!

20190409

13.32

spect

5 mm PABBO BB/

4
36057.691
0.550197

298.6
2.00000000

Hz
Hz
sec

usec
usec

K
sec

0.03000000 sec
1

T T T T T
180 160 140 120 100 80

S26

40

20

ppm

CHANNEL f1
150.8062409 MHz
13C

11.00 usec

32768
150.7896377 MHz
EM

0
1.00 Hz
0

1.40



ISR IINY
ANNCDDI~m= IeE
bl G r R R o Bt
MRENRNNNNN©OO OO
L
Bl

Me

3711
3.694
3676

Sl
<

ILBRSICRE NAME 3b
RN NSNS TP 1
PROCNO 1
ANENp22
ime 10.01
INSTRUM spect
PROBED S5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDCl3
NS 16
Ds 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 128
DW 60.400 usec
DE 6.50 usec
TE 300.0
Dl 1.00000000 sec
TDO 1

= CHANNEL fl =

18
16.50 usec
0 dB

0.0
15.07131863 W
400.1324710 MHz

F 32768
400.1300090 MHz
EM
3b o
0.30 Hz
0
1.00
T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
] LW I L
sasd alss
oo o= o ee
==l o |e3 e
o NAME 3b
= EXPNO 7
~ PROCNO 1
Me — Date_ 20181026
— Time 10.04
! INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cpcl3
NS 32
DS
F N SWH
FIDRES 9
\ aAQ 0.8716788 sec
RG 4096
oW 6.650 usec
N DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
F TDO 1
CHANNEL f1
3b NUC1 19F
Pl 15.00 usec
PL1 3.21 dB
SFOL 376.4682462 MHz
CHANNEL £2
CPDPRG2 waltzlé
NUC2 1H
80.00 usec
0.00 dB
13.71 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
SFO2 400.1316005 MHz
SI 65536
SF 376.4985635 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
- BC 1.00
T T T T T
-116.8 -116.9 -117.2 -117.3 ppm

S27



161,57
161.02
160.96
158.52
158.46

—— 14949
131.50
129.33
128.11
12801
12791

12194

£
~
Z
=

=
©

Q

pzd

Or

3b

ﬁ | | l } A

112.39

112.34
112.21
112.18

é

50.77

NAME
EXPNO
PROCNO

——26.84

_ 2142
2091

3b
5

1
20190417
22.42

spect
PABBO BB-

4
23980.814
0.365918
1.3664756

300.0
2.00000000
0,03000000

1

CHANNEL f1

Hz
Hz
sec

usec
usec

sec
sec

T T T T
180 160 140 120

OMe

o

3c

L

T
100

3.758

<

3.702

N,

3.685
? 3668

80

2523

2.504

2.484
2179
2181

VA
&
s

60

2.143
2125

2.108

40

20 ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

15.07131863
0.64143294
0.23886430

400.1316005

32768

100.6127548
EM

0
1.00
0

1.40

3c
1

20180614
14.24
spect

5 mm PABBO BB-
2930

65536

cpcl3

16

8278.146
0.126314
3.9584243

128
60,400
6.5

300.0
1.00000000
1

Hz
Hz
sec

usec

0 usec

Ao

7.5

T T T T T
70 65 6.0 55 50

I
|||
@) |
o=l

T
4.5 4.0

&

g

3

3.5

o
e
o~

3.0

S28

25

\
@

<
-

I.‘

T
2.0

ml

]

T
1.5

1.0 ppm

0.00
15.07131863
400.1324710

32768
400.1300098 »
EM

0
0.30
Q
1.00



-117.07

OMe

3c

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

3c
7

20180712

15.40

spect

5 mm PABBO BB-
zgfhiggn
131072

cDpcl3

32

4
75187.969 Hz
0.573639 Hz

300.0 K
1.00000000 sec
0.03000000 sec
0.00002000 sec

CHANNEL f£1

T
-116.9 -117.0

161.94
160.54
16050
158.87
158.83
155.19
—— 14549

Va
A

OMe

’IJ ‘ l I

——55.55

——50.73

T
-117.2

ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

——26.88
— 2142

TD
SOLVENT
NS

15.00 usec

MHz

0.00 dB

3.7
15.07131863
0.64143294
400.1316005 MHz
65536
376.4985612 MHz
EM

0
0.30 Hz
0

1.00

3c
15

20190408
13.47

spect

5 mm PABBO BB/
zgpg30

65536

CDC13

2048

4

36057.691
0.550197
0.9088159 sec

13.867 usec
6.50 usec

2.00000000 sec
0.03000000 sec

i il

T T T T T
180 160 140 120 100 80

S29

60

40

20 ppm

EM
0

1.00 Hz
0
1.40



SoR23828323388 ¥Ing H8BNEI8ES NAME 3d
TREEEANRERERE ERS SEINRRL EXPNO H
MKENKKNKKMNN©OO®O O oo RN - oy
L ] i) R PROCNO 1
= / / | N Date_ 20181010
I L Time 10.53
INSTRUM spect
CF PROBED 5 mm PABBO BB-
3 PULPROG 2g30
TD 65536
SOLVENT cpcl3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
F N RG 181
oW 60.400 usec
\ IE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
N TDO 1
HANNEL £1
NUC1 18
Pl 16.50 usec
PL1 0.00 dB
F PLIW 15.07131863 W
SFOL 400.1324710 MHz
3d SI 32768
SF 400.1300090 MHz
WDW EN
558 [
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T I T I T T T T T T
75 7.0 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
J | gl
ol 'NI e|
S ol |o
o~ |r' |N'
@ NEME 3d
=4 = EXPNO 9
4 i PROCNO 1
o~ L Date_ 20181011
o — ime 10.12
! ! INSTRUM spect
CF PROBED 5 mm PABBO BB-
3 PULPROG zgfhigan
TD 131072
SOLVENT CDC13
NS 3z
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
F N RG 4096
oW 6.650 usec
\ DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
N DLl 0.03000000 sec
D12 0.00002000 sec
TDO 1
CHANNEL f1
F NuUCl 19F
P 15.00 usec
PL1 3.21 dB
3d SFOl 376.4682462 MHz
CHANNEL f2
CPDPRGZ waltzlé
NuUC2 18
PCPD2 80.00 usec
PLZ 0.00 dB
PL12 13.71 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
SFOZ 400.1316005 MHz
5T 65536
SF 376.4985590 MHz
WOW EM
S5B o]
LB 0.30 Hz
GB 0
PC 1.00

T T T
-50 -60 -70 -80 -90 -100 -110 -120  ppm

S30



SBERSS 2RRENBLURLAILNRT = i
T2EB2E SRENAIIGNEELEESY & g =
Ny TSR/ e ||
CF3
F N
\
N
F:
3d
l” U |
T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm

L
%
§

_——8.102
T—8.081

e

T T T T T T T T T T T T T T T T
80 75 7.0 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 ppm

I 1 )1 L ) 11
= w00 :} 0| (=
- g Ak
I+ el o
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NAME 3d
EXPNO 5
PROCNO b
Date_ 20190418
Time 0.51
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 9195.2
D 20.850 usec
DE 6.50 usec
TE 300.0 K
Dl 2.00000000 sec
D1l 0.03000000 sec
TDO 1
= CHANNEL fl =
13C
24.00 usec
-2.00 dB
59.71607590 W
100.6238364 MHz
CHANNEL £2
waltzlé
1B
80.00 usec
0.00 dB
13.71 dB
18.00 dB
15.07131863 W
0.64143294 W
0.23886430 W

400.1316005 MHz

32768
100.6127590 MHz
EM
0
1.00 Hz
0
1.40
NAME 3e
EXPNO il
PROCNO 1
Date_ 20160712
Time 15.486
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
65536
SOLVENT cDCcl3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 181
DW 60.400 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
TDO i
“HANNEL £1
NUC1 1H
Pl 16.50 usec
PL1 0.00 dB
PL1W 15.07131863 W
SFOl 400 24710 MHz
SI 32768
SF 400.1300090 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB Q
PC 1.00



=] NAME 3e
ox EXPNO 7
e PROCNO 1
— Date_ 20180712
-—4 Time 15.49
N02 ! INSTRUM spect
PROBED 5 mm BABBO BB-
PULPROG
™
SOLVENT
NS 2
Ds 4
SHH 75187.969 Hz
FIDRES 0.573639 Ez
F N A 0.8716788 sec
RG
\ D 6.650 usec
DE
TE
N D1 c
D11l 0.03000000 sec
D12 0.00002000 sec
DO 1

CHANNEL f1l

3e

376.4682462 MHz

CHANNEL f2
waltzlé

usec

4B
dB
W
W
MHz
MHz
5z
1.00
T T T T T
-115 -116 -117 -118 -119 ppm
TaRB 5 [RBILHI=TARR 3 9 9 NAME 3e
5832 ¢ SREINCoooood = P EXENO 13
eERe T HReASCEoEsET b3 5 & BROCND 1
\\V | ‘N\\\\/ % ‘ | Date_ 20190410
Time 11.51
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
NO ™ 65536
2 SOLVENT €DC13
NS 2048
DS 4
SWE 36057.691 Hz
FIDRES 0.550197 Hz
RQ 0.9088159 sec
RG 192.21
oW 13.867 usec
F N DE 6.50 usec

0.03000000
1

= CHANNEL fl =
150.8062409 MHz

(j
@ Hoo
] [SE=T:
a S
o
™
o
o
=
=y
o
S
S
=3
w w
® o
aa

NUC1 13¢
Pl 11.00 usec
F SI 32768
SF 150.7896382 MHz
3e b ki
LB 1.00 Hz
GB Q
PC 1.40

T T T T T
180 160 140 120 100 80 60 40 20 ppm

S32



GEsResEREse 8828RE5882588853RE
Q8ITI2EEELS 858N YTR8IR8BIRIRR
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X

T T T T T
1.0 0.5 ppm

80 75 70 20 15
J1) Ul
832
| [N |~
— -
™M -
< N,
— —
— —
1 1
F N
\
N
OMe
F
(0]
4a
|
ﬁ I
|
fl I
[ I
I‘ H
A I
o L )\
T T T T T T T T T
-116.0 -116.2 -116.4 -116.6 -116.8 -117.0 -117.2 -117.4 -117.6 ppm

S33

NAME da
EXPNO
PROCNO 1
Date_ 20160513
Time 11.16
INSTRUM spect
PROBHD S mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT €DC13
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 90.5
DW 60.400 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
TDO 1
== CHANNEL £l =
1H

Pl 16.25 usec
PL1 .00 dB
PLIW 15.,07131863 W
SFOL 400.1324710 MHz
51 32768
SF 400,1300094 MHz
WDW EM
SSB L)
LB 0.30 Hz
GB 0
BC 1.00
NAME 4a
EXPNO 17
PROCNO 1
Date_ 20181030
Time 16.13
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 524288
SOLVENT CDCl3
NS 3z
Ds 4
SWH 75187.969 Hz
FIDRES 0.143410 Hz

3.4865651 sec
RG 4096
DW 6.650 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
TDO 1

CHANNEL f1

9F
5.00 usec

3
376.46824

CHANNEL f2

CPDPRG2 waltzlé
NuUCc2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.71 dB

2! 15.07131863 W
PL1ZW 0.64143284 W
SFO2 400.1
ST
SF 376.4985647
WDW q
SSB
LB
GB
PC




NAME

EXPNO
PROCNO
Date_
Time
INSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG zgpg30
™ 65536
SOLVENT €DC13
NS 290
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
aQ 0.9088159 sec
RG 192.21
DW 13.867 usec
DE €.50 usec
F N TE 298.2 K
D1 2.00000000 sec
\ D11 0.03000000 sec
D0 1
N CEANNEL f1
SFOL 150.8892301 MHz
NUC1 >
OMe 21
SI
F SF
WDW
(@) 5SB
4 LB
GB
a PC
| |
T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
NU8SRIRRERIT I-83ICHURERS3TTRB’IR NAME 4b
ANZ22-33588RE I5BBBERIBHBBIBIIRERTS EXPNO 1
h,_'_,'_,_.‘,_@«,bcp«, mmﬂtﬂtﬂﬂﬂmm&?oNNNNNNN:;lN BROCNG I
)/ e NNV~ =g Date_ 20181015
. i Time 16.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
™ 65536
SOLVENT cDcl3
NS 16
Ds 2
Me SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 90.5
DU 60.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
F N TDO 1
\ CHANNEL f1
16.50 usec
0.00 dB
N 15.07131863 W
400.1324710 Maz
OMe 32768
0.1300089 MHz
EM
F 0
9] 0.30 Hz
0
4b 1.00
1N | S .
T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 0.5 ppm
T PO LR B
258l wE w B
S@|a|n Sie |@ S e
||| o o o~ ~

S34



S35

0o —
o~ =
< B
— —
5 e
Me
F N
\
N
OMe
F:
(0]
4b
|
. I
il ‘
| |
l |
| I
a e
1 T o Ty g I Lo T e o
-115.5 -116.0 -116.5 -117.0 417.5 -118.0  ppm
| ] L -
W SYNY = Vol |
Me
N
\
N
OMe
o
4b
i J ‘ | L i Ll I
T T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm

NAME
EXPNO
PROCNC
Date_
Time
INSTRUM
PROBHD

PULPROG

4b
7

20181029
17.23
spect

5 mm PABBO BB-
zgfhiggn
524288
cDC13

32

4
75187.969
0.143410
3.4865651
6502

6.650

6.50

300.0
1.00000000
0.03000000

0.00002000

= CHANNEL f1l =
19F
15.00

376.46824

Hz
Hz
sec

usec
usec
K
ssc
sec

CHANNEL £2 =
waltzlé
H
80.00 usec
0.00 dB
13.71 dB
15.07131863 W
0.64143294 W
400.131€005 Mz
65536
376.4985624 MHz
EM
0
0.30 Hz
0
1.00
NAME 4b
EXPNO 5
PROCNO 1
Date_ 20190417
Time 23.47
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG z2gpg30
€553¢6
SOLVENT CDC13
NS 1024
Ds 4
SWE. 23980.6814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 195.2
oW 20.850 usec
DE 6.50 usec
TE 300.0 K
Dl 2.00000000 sec
D1l 0.03000000 sec
TDO 1
= CHANNEL f1
13C
24.00 usec
-2.00 dB
59.71607590 W
100.6238364 MHz
CHANNEL £2
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
0.00 dB
13.71 d&
18.00 dB
15.07131863 W
0.64143294 W
0.23886430 W
MHz

400,1316005
32768

100.6127553 MHz
EM

0

1.00 Hz
0

1.40



oWwo o DD I @© W D NO O D D WD~ Q@ I~ -0 ®
SINNS328838REERD 85528828 BE8R8ERARRRS 3 i
TENHNTmfmwmmmw? Tnl-nmnmﬂr‘)mmnmmwmn‘mmmw(‘v EROCNO o
\“N \F/%// ’k‘éﬁ\%\t \\I/ \/’/n‘%’l’ﬁ’ Dats 20180327
I | L Time 11.49
INSTRUM spect
PROBHD 5 mm PABBO BBE-
OMe Tp TR 6238
SOLVENT CDCl3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0,126314 Hz
RQ 3.9584243 sec
RG 161.3
oW 60.400 usec
F N DE 6.50 usec
TE 300,
\ o1 1.00000000 sec
TDO 4
N CHANNEL f1
H
16.50
OMe 0:00 dB
15.07131863 W
F 400.1324710 MHz
32768
O 400.1300090 MHz
EM
4c :
0.30 Hz
0
1.00
T T T T T T T T T T T T
80 75 70 65 6.0 55 45 40 35 30 25 20 15 1.0 ppm
A L) 4 P -
ALY SICAMENE 3
3 g s
ol i=llea NN N (o
- o NAME ic
™ = EXPNO 7
> ! PROCNO 1
) = Date 20181102
- = Time 10.44
! | INSTRUM spect
PROBED 5 mm PABBO BE-
OMe PULFROG zgfhiggn
TD 524288
SOLVENT €DC13
NS 32
DS 4
SWH 75167.969 Hz
FIDRES 0.143410 Hz
10 3.4865651 sec
RG 7298.2
F N DW 6.650 usec
DE 6.50 usec
\ TE 300.0 K
bl 1.00000000 sec
D11 0.03000000 sec
N D12 0.00002000 sec
DO 1
OMe CHANNEL f1 -
NUC1 19F
F Pl 15.00 usec
PL1 .21 dB
(@] sF01 376.4682462 MHz
CHANNEL 2
4c waltz16
80.00 usec
0.00 dB
13.71 dB
15.07131863 W
1 | W 0.64143294 W
I |1 sFO2 400.1316005 MHz
i | sI 65536
| | SF 376.4985612 MHz
‘I \l WDW EM
SSB 0
| |‘ ‘I | LB 0.30 Hz
| | GB 0
‘\‘,w_m,-_.“mj Mo PC 1.00

S36

ppm



S SREZSY YRULBSI8TLLSQNE
8 SR22I YRYHBI2ZIEEBIYR 5858 8 3
§ gBEES IEEENSECIsdocaw say 2 &
E 28888 IANSNNTZ==RSeser g8 8 8
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\
N
OMe
F (0]

LAl I ‘ 1

T T T T
200 180 160 140 120 100 80 60 40 20 ppm

EEEC2IAXC8L8Y IGREEOSLVENReReS

CIRREITNCRESE DALLOCAR RO

QNANNNNODS BB CPRFTTIOODB ORI~ O

D A - K- -1 B e e R R N N N N RN
4

CF3

J

T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
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0| (|~ ‘ol‘—‘ © @
@ ||| S|=| |2 &
I ailei| IS -
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NAME dc
EXPNO 15
PROCNO 1,
Date_ 20190409

ime 11.55
INSTRUM spect
PROBHD S mm PREBO BB/
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 2048

DS 4

SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0 sec
RG

DW usec
DE usec
TE 298.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO

CHANNEL fl =

SFOL 150.8062409
NUCLl 13c

Pl 11.00 usec
51 32768

SF 150.7896372 MHz
WDW EM
S5B )

1B 1.00 Hz
GB 0

PC 1.40
NAME 4d
EXPNO 1
PROCNC 1
Date_ 20181028
Time 17.06
INSTRUM spect
PROBED 5 mm PABBQ BB-
PULPROG zg30
™D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8278.146 Hz
FIDRES .126314 Hz
AQ 3.9584243 sec
RG 1
oW 60.400 usec
DE 6.50 usec
TE 300.0 K
DL 1.00000000 sec
TDO 1

CHANNEL f1

NUCl 1B
Pl 16.50 usec
PL1 0.00 dB
PL1IW 15.07131863 W
SFOl 400.1324710 MHz
SI 32768
SF 400.1300091 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 00




o~ NAME 4d
= =S EXENO 7
o e PROCNO 1
~ S Date_ 20181029
© CF3 o Time 1701
! [ INSTRUM spect
‘ \oof PROBED 5 mm PABBO BB-
Vi PULPROG 2gfhiggn
™D 24288
SOLVENT cpel3
NS 32
DS 4
SWH 75187.969 Hz
F N FIDRES 0.143410 Hz
AQ 3.4865651 sec
\ RG 4096
W 6.650 usec
DE 6.50 usec
N TE 300.0 ¥
bl 1.00000000 sec
OM D11 0.03000000 sec
e D12 0.00002000 sec
DO 1
F CHANNEL £1
(@) NUC1 19F
Pl 15.00 usec
4d PLL 3.21 dB
5FO1 376.4682462 MHz
CHANNEL f£2
waltzlé
18
80.00 usec
0.00 dB
13.71 dB
15.07131863 W
0.64143294 W
400.1316005 MHz
65536
376.4985612 MHz
EM
0
0.30 Hz
0
i .00
T T T T T T T
-60 -70 -80 -90 -100 -110 -120 ppm
5 328388 ggeecsgrazag 8¢ & & e ”
N Z2238F gegggNegesgced oo @ o EXPNO 5
= wipiadeanl | sl i LR PROCNG 1
‘ K\W N \W% \/ ‘ I Date_ 20190414
Time 12.17
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT cDc13
NS 5120
DS
CF3 SWE 23960.014 EHz
FIDRES 0.365918 Hz
aQ 1.3664756 sec
RG 14596.5
oW 20.850 usec
DE .50 usec
TE 300.0 K
D1 2.00000000 sec
D1 0.03000000 sec
F N TDO 1
\ CHANNEL f1 =
13c
24.00 usec
N -2.00 dB
59.71607590 W
100.6238364 MHz
OMe
CHANNEL f£2 =
F waltzlé
18
O 80.00 usec
0.00 dB
4d 13.71 dB
18.00 dB
15.07131863 W
0.64143294 W
0.23886430 W
400.1316005 MEz
32768
100.6127532 MHz
EM
0
1.00 Ez
0
1.40
W uld J ]
T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
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7.285
7.260
7.005
6.985
6.965
6.901
6.879

—8.117
T—8.087

£
~
N

4e

JEY.

NO,

OMe

T

|

T T
7.0 6.5

T T T T T T T T T
6.0 55 50 45 40 35 30 25 20 15 1.0

BID 7‘.5 Ppm
i [alall. Skl e
- O || olw @ ~
I sEE B
© <
= B
5 5t
NO, |
F N
\
N
OMe
F:
0
4e
.‘\I
I
I
| \
AN
A17.0 A17.5 ppm

S39

ée

20180712
15.55
spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D €5536
SOLVENT cDcl3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 161.3
oW 60.400 usec
DE 6.50 usec
TE 300.0 K
it 1.00000000 sec
TDO 1

CHANNEL fl =

1H
16.50 usec

.00 dB
15.07131863 W
400.1324710 MHz

327¢é8

400.1300090 MHz
EM
0

0.30 Hz
Q
1.00
NAME de
EXPNO 7
PROCNO 1
Date_ 20180712
Time 15.59
INSTRUM spect
PROBED 5 mm PABBO BB-
PULPROG zgfhiggn
D 131072
SOLVENT cDCl3
NS 32

DS

4
75187.969 Hz
0.573639 Hz
0.8716788 sec
4096
6.650 usec
6.50 usec
300.0 K
1.00000000 sec
0.03000000 sec
0.00002000 sec

CHANNEL f1
NUCL 1
Pl 15.00 usec
PLL 3.21 dB
SFOl 376.4602462 MHz
CHANNEL f2
waltzlé
1H
80.00 usec
0.00 dB
13.71 dB
15.07131863 W
0.641432949 W
400.1316005 MHz
65536
376.4985567 MHz
EM
0
0.30 Hz
0
1.00



RNV RN oo T
N R AV Vool
NO,
F N
\
N
OMe
F:
0]
4e
Lk J_ | 1
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FRENREScRERINEE
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T
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80 75 ppm
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S40

NAME de
EXPNO 15
PROCNO 1
Date 20190410

13.31

FIDRES 0.

4
SWH 36057.691

550197

wmm
0NN
a

usec
usec

sec

) sec

Date 201

)9 MHz

0 usec

af

ok

. 3
90111
18.15
spect
5 mm PABBO BB-
zg30
65536

300.0 K
Dl 1.00000000
1

CHANNEL f1

MHz

400.1

1H
16.50

0.0
15.07131863

4710
32768

SF 400.1300093

EM

0
0.30
1}

1.00



-116.17

= -~

—

~

=117.37

T T
-116.0 -116.5

T
-117.5 ppm

3 5337 3888935383333830° 22 gy @
E 28BE SYRESNETERCDEEEER dd T8 8
NP TS\ Vol

\
N—
F N
\
N
OMe
F:
(0]
4f
Lo
T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm

S41

NAME 4f
EXPNO 7
PROCNO 1
Date_ 20190117
Time 14.55
INSTRUM spect
PROBHD S5 mm PABBO BB-
PULPROG zgfhiggn
524288
SOLVENT CDC13
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.143410 Hz
AQ 3.4865651 sec
RG 4096
oW 6.650 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
TDO 1
CHANNEL f1

CHANNEL £2

waltz16

1H

80.00

0.00

13,71

15.07131863

0.64143294

400.1316005

65536

376.4985624

EM

Q

0.30

0

1.00

NEME af
EXPNO 5
PROCNO 1
Date_ 20190417
Time 4.07
INSTRUM spect
PROBHD 5 mm PABEQO BB-
PULPROG z2gpg30
TD 65536
SOLVENT CDC13
NS 2560

DS
SWH 23980.81
FIDRES 0.365918
AQ 1.3664756
RG 9195.2
oW 20.850
DE 6.50
TE 300.0
Dl 2.00000000
D11 0.03000000
TDO 1
CHANNEL fl =
13C

CHANNEL f2

sec

0 usec
usec
K

sec
sec

24.00 usec

-2.00 dB
59.71607590 W
100,6238364 MHz

18.00 dB
15.07131863 W
0.64143294 W
23886430 W

I 32768
SF 100.6127561 MHz
WDW EM
SSB 0
1B 1.00 Hz
GB 0
BC 1.40



T T T T T
80 75 70 65 6.0

T T T T T T T
55 50 45 40 35 30 25 2

00 1.5 1.0 ppm
Sl JuUL )|
bE 535 |5
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|
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T T T T T T T T
-116 -117 -118 -119 -120 -121 -122 ppm

S42

NAME
EXPNO

PROCNO

Date_

Time
INSTRUM
PROBHD
PULPROG

D
SOLVENT
NS

NAME
EXPNO
PROCNO

Date

Time
INSTRUM
PROBHD
PULPROG

spect
5 mm PABBO BB-
2930

65536

CDC13

16

8278.146 Hz
0.126314 Hz
3.9584243 sec
161.3

60.400 usec
6.50 usec
300.0 K
1.00000000 sec
1

CHANNEL f1

1H
16.50 usec

15.07131863 W
400.1324710 MHz

276
400.1300092 MHz
EM

0
0.30 Hz
0

1.00

4g
g

1
20181217
10.05
spect
5 mm PABBO BB-
zgfhiggn
2428
cpel3
32
4
75187.969 Hz
0.143410 Ez
3.4865651 sec
4096

300.0
1.00000000
0.03000000
0.00002000

CHANNEL f1

80.00 usec

0.00 dB

13.71 dB
5.07131863
0.64143294
400.1316005 MHz

3

==

6553
376.4985601 MHz
EM
0
0.30 Hz
0
1.00



2 3359RNEY BBE53888353553) 28 9§ = HAE 49
Y 2833BBEY RRENNELLsegadNy 49 8 g ExEHO. L3
W N WRERONE N W . G e e e g A e e e g e w Ll o 2 3
\ RN | L Date_ 20180410
Y Time 10.10
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT €DC13
F Ns 1430
DS 4
SWH 36057.691 Hz
Hz
sec
usec
uaec
298.9 K

2.00000000 sec
0.03000000 sec
1

CHANNEL f1
N 150.8062409 MHz
13C
11.00 usec
OMe 32768
150.7896377 MHz
F EM
9] 0
1.00 Hz
4 0
g 1.40
| I|Iﬂ l 1 ‘ J ‘ n
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
CEI3I2HE83IRNEEES F2EPOHTHRLBIYNE8 NAME 4h
NAANNNTmEmAZOR -~ SR EONNRDO 06N F~D EXPNO 1
I S S o S - RN R T - 7] e R e K e e K N N R ) pe
Ll J | ) ) PROCNO 1
%\W/ \\‘\\"\I/ \\M% Date_ 20181214
Time 11.45
INSTRUM spect
PROBED 5 mm PABBO BB-
PULPROG

Hz
Hz
sec

usec

\ Dl sec
TDO 1
Pd HANNEL £l
NUC1 1H
Pl 16.50 usec
OMe PL1 0.00 dB
PLIW 15.07131863 W

E SFOL 400,1324710 MHz
ST 32768
SF 400.1300094 MHz
WDW EM
4h 55B 0
1B 0.30 Hz
GB Q
PC 1.00

1| I

T T T T T T T T | T T T T T T
80 75 7.0 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
LR AN T Lo
ojw|e ole| (o o
ze2 ELE -
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F

N

Cl

—-116.46

-117.46

NAME
EXPNO
PROCNO
Date_

Time
INSTRUM
PROBHD

T
-116.0

—172.75

160.41
160.38
159.28
158.73
158.70
—150.17

£
-

JL |

128.91
128.78

/

128.72

12865
127.85
12330
116.96
116.86
116.75
-112.51
11249
112.37

<
X

112.26
112.24

~-52.39

5262

—39.26

—2991

Ppm

NRME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT
NS

T
180

T
160

T
140

T
100

80

S44

60

40

20

ppm

0.143410 Hz

pi:
80.00 usec
0.00 dB
13.71 dB
15.07131863 W
0.64143
400.1

65536
376.4985612 MHz
El

M
0
0
0
0

w

4h

15
20190410
8.37

spect
S mm PABBO BB/
zgpg30

655386

CDCl3

2048

4
36057.691 Hz
0.550197 Hz
159 sec

usec
usec

sec
0.03000000 sec

CHANNEL fl =
150,8082




Br

OMe

3.928
3.909
3.744
3431
341
3.391

s
W
£

3.370
3.350

2.894

£
£
Y

fougnNe
EDOFNOR
©W DN~ D
o o od i od i g

T T
75 7.0

65 60 55 50 45 40 35 25 20 15 1.0 ppm
AT LT | L i
Eiok g El
el el e ™~
o o
- -
© ~
— —
o N
| Br
F N
\
N
OMe
F
(0]
4i
| |
i i
| |
I I
I I
|\ |
e J
T T T T T T T T
-116.2 -116.4 -116.6 -116.8 -117.0 -117.2 -117.4 -117.6 ppm
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NAME 41

EXFNO A
PROCNO 1
Date_ 20190111

ime 18.05
INSTRUM spect
PROBHD 5 mm PABBO BB-

PULPROG

D

SOLVENT

NS

DS

SWE Hz
FIDRES Hz
AQ sec
RG

DW usec
DE usec
TE

DL sec
TDO

Nucl

2L usec
PL1 dB
PL1W W
SFol 400.1324710 ME:z
sI 32768

SF 400.1300092 MEz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
NAME 4i
EXPNO 7
PROCNO 1,
Date_ 0190117
Time 14.44
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn

D 524288
SOLVENT CDC13

NS 32

Ds 4

SWH 75187.969 Hz
FIDRES 0.143410 Hz
AQ 3.4865651 sec
RG 4096

oW 6.650 usec
DE 6.50 usec
TE 300.0 K
Dl 00000000 sec
D11 03000000 sec
Dl2 .00002000 sec
TDO 1

71318

PL1ZW 0.64143294
SFO2 400.1316005
51 65536
SF 376.4985624
WDW EM
SSB

LB 0.30
GB

PC 1.00



N YB2RBB  IRRBIIINBLIHAR o * = NAME 43
N Cogw®Oo =00 ® MO OG0 N NN NN © 0 ~ @ EXPNO 15
N 288888 rpESgguepeNNdag e 3 @
= ASEEERS ESeSnTEEEE e e 83 3 & PROCNO 1
| \5/ ] \N\\\‘/W v ‘ | Date 20190408
I f { Time 16.40
INSTRUM spect
PROBHD S mm PABBO BB/
PULPROG zgpg30
™ 65536
SOLVENT CDC13
NS 2048
Ds 4
B SWH 36057.691 Hz
r FIDRES 0.550197 Hz
AQ 159 sec
RG
oW usec
DE 6.50 usec
TE 299.0 K
D1 2.00000000 sec
D1l 0.03000000 sec
F N D0 i
\ CHANNEL £1
150.8062409
13C
N 11.00 usec
©
150.7896371 MHz
OMe =
1.00 Hz
F 0
e) 1.40
4i
I T T
T T T T T T T T
180 160 140 120 100 80 60 40 ppm
cgroCHoIRCop® g
NERERINRREREEE SREUSRERRCIARNER
NNFNHTFFQWQQO r‘ﬁfiﬁﬂﬂﬂst"lﬁNNTNNNNN
\ |
IS\ NN N
NS
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
20 3.9584243 sec
RG 128
DW 60.400 usec
F N DE 6.50 usec
E 300.0 K
\ 1 1.00000000 sec
™0 1
CHANNEL f£1
N NUCL 1HE
Pl 16.50 usec
OMe PL1 .00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
F 51 32768
e) 5F 400.1300092 Maz
WOW M
4' SSB 0
) LB 0.30 Hz
GB 0
EC 1.00
T T T T T T T T T T T T T T T T
80 75 7.0 65 60 55 50 45 40 35 3.0 25 20 15 1.0 0.5 ppm

8 0 W O T | J UL |

|

of (@] (@] (o ola) o
o (9| (= |= Slal |2
cileil =

L

d

S46



S47

= = NAME
= b EXPNO
o o PROCNO
— - Date_
~ = Time
! ! INSTRUM
PROBHD
‘ PULPROG
TD
| SOLVENT
NS Z
Ds 4
SWH 75187.969
FIDRES 0.143410 H
aQ 3.4865651
RG
DW
DE
F N TE
D1
\ D1l
D12
DO
N == CHANNEL
OMe
)
I ﬂ
I I
Il I\
IH I
I | |
fl [
I IR
— R -
T T T T T
-116.0 -116.5 -117.0 -117.5 -118.0 ppm
R BB82RE8F SERERIISTBRIHAY 9 538 3 NAME 43
¢ 238885 bLyggateggdsday 48 @ LXTHO s
= ®B2oRep 2U8SQESICi--o- 8 8 3 PROCNO 1
| \\// \N\N/ %—) ‘ \/ ‘ Date_ 20190410
Time 14.13
INSTRUM spect
PROBED 5 mm PABBO BB/
BULEROG 2gpg30
€5536
SOLVENT cDcl3
| NS 1841
Ds 4
SWE 36057.691 Hz
FIDRES 0.550197 Hz
aQ 0.908815% sec
RG 192.21
DW 867 usec
DE 6.50 usec
TE 269.4 K
F N D1 2.00000000 sec
D1l 0.03000000 sec
\ TDO 1
== CHANNEL fl
N 150.8062409 MHz
13C
Pl 11.00 usec
OMe SI 2768
SF 150.7896371 MHz
F WDW EM
O S5B 0
LB 1,00 Hz
. GB 0
4] PC 1.40
| JL ‘ l 4 i L
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm



7.461
7.442
7.221
7.200

/

~6.947

6.926
6.905

6.827
6.807

|

CN

3.900
3.881

r

r3.697
r3.401
3.382
3.362
3.341

/
)

=

3322

2.873
2.854

2.831

2.812
2.682
2.660
2.640
-2.618

ﬁ

w

T T
6.5 6.0

T T T T
50 45 40 35 3.0

T T
25 20 1

5.5
MK s
|
© <
o r~
o =
|
CN
OMe
o)
| I

5

0.5 ppm

T
-117.0

S48

NAME 4k
EXPNO 1

PROCNO 1

Date_ 20181221

Time 17.15

INSTRUM spect

PROBED 5 mm PABBO BB-

PULPROG 2930

TD 655386

SOLVENT CDCl13

NS 16

Ds 2

SWH 8278.146 Hz

FIDRES 0.126314 Hz

RO 3.9584243 sec

RG 181

DW 60.400 usec

DE 6.50 usec

TE 300.0 K

D1 1.00000000 sec

TDO L}
CHANNEL £1

NUC1 1H

Pl 16.50 usec

PL1 0.00 dB

PLIW 15,07131863 W

SFOl 400.1324710 MHz

SI 32768

SF 400.1300330 MHz

WDW EM

S5B 0

LB 0.30 Hz

GB Q

PC 1.00

NAME ak

EXFNO 7

PROCNO 1

Date_ 20181221

Time 17.19

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgfhiggn

TD 524288

SOLVENT

NS

Ds

SWH Hz

FIDRES 0.143410 Hz

AQ 3.4865651 sec

RG 4096

DW 6.650 usec

DE 6.50 usec

TE 300.0 K

Dl 1.00000000 sec

D11 0.03000000 sec

Dl2 0.00002000 sec

TDO 1

CHANNEL f1 ==
19

F
15.00 usec
3.21 di

376.4682462

MHz

CHANNEL f2

CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.71 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
SFOZ 400.1316005 MHz
SI 65536

SF 376.4985600 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

BC 1.00



S49

N/ NN/ Vol
CN
F N
\
N
OMe
F:
(0]
4k
lilj I L I [
T T T T T T T T
180 160 140 120 100 80 40 ppm
PR R R EE PEREEEER IR R R
NN N N
O
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F N
\
N
OMe
F:
(0]
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T T T T T T T T T T T T T T T T T
85 80 75 70 65 6.0 55 50 45 40 35 30 25 20 15 1.0 ppm
L RPN AN
3 (e

NAME ak

EXPNO 5

PROCNO 1

Date_ 20190413

Time 23.07

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG 2gpg30

TD 65536

SOLVENT CDC13

NS 5120

DS 4

SWH 23980.814 Hz

FIDRES 0.365918 Hz

AQ 1.3664756 sec

RG 11585.2

oW 20.850 usec

DE 6.50 usec

TE 300.0 K

DL 2.00000000 sec

D1l 0.03000000 sec

TDO i

CHANNEL £1

NUC1

PL1

PL1W 90 W

SFO1 100.6238364 MHz

CHANNEL f£2

CPDPRG2Z waltzlé

NUC2

PCPD2

PL2

PL12

PL13

PLZW 15.07131863 W

PL12W 0.64143294 W

PL13W 0.23886430 W

SFO2 400.1316005 MHz

SI 32768

SF 100.6127546 MHz

WDW

$SB

LB

GB

PC

NAME 41

EXPNO 1

PROCNO 1

Date_ 20181220

Time 17.46

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG 2930
65536

SOLVENT cDcl3

NS 16

DS 2

SWH 8278.146 Hz

FIDRES 0.126314 Hz

AQ 3.9584243 sec

RG 8.1

DH usec

DE . usec

TE 300.0 K

Dl 1.00000000 sec

D0 1

CHANNEL f1 =
1H
16.50

0.00
15.07131863
400,1324710

32768
400.1300093
EM

0

.30

0

1.00

usec

dB
W
Miz

MHz

Hz



o o NAME 41
= = EXPNO 7
3 PROCNO 1
& = Date_ 20181220
— - Time 17.51
! I INSTRUM spect
‘ PROBHD
PULPROG
(@) oo
SOLVENT
DS 4
OMe SWH 75187.969 Hz
FIDRES 0.143
AQ 3.4865651 sec
RG 5792.6
oW 6.650 usec
DE 0 usec
TE 30 K
Dl 1.00000 sec
F N D1l 0.03000000 sec
\ D12 0.00002000 sec
TDO 1
CHANNEL f1
N NUC1 19F
Pl 15.00 usec
OMe PL1 3.21 dB
sFOl 376.4682462 MHz
F CHANNEL f£2
O : waltz1l6
4| usec
1 dB
| ’ i
I | 15.07131863 W
| | 0.64143294 W

400.1316005 MHz

655386
376.4985599 MHz

I | =i
| I 0
(1 0.30 Hz
I A 0
U L S 1.00
T T T T T T T
-115.5 -116.0 -116.5 -117.0 =117.5 -118.0 ppm
8 BIYBEE 2EBREFERLBING fvs ® 8 NAME a1
SpEE3EE gEEsgafesfied g8: 8 s i ;
| i \\V/ \N \\ \i/%/ \!/ | | Date_ 20190414
| Time 4.41
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
(e} ™ €5536
SOLVENT €DC13
NS 4096
Ds 4
OMe SWH 23980.814 Hz
FIDRES 0.365918 Hz
BQ 1.3664756 sec
RG 13004
DW 20.850 usec
DE €.50 usec
TE 300.0 K
DL 2.00000000 sec
F N D11l 0.03000000 sec
TDO 1
\ "HANNEL f1
13
N 24.00 usec
I -2,00 dB
EL1W 59.71607590 W
OMe SFO1 100.6238364 MHz
F "HANNEL £2
CPDPRG2 waltzl6
(@) NuC2 18
PCED2 80.00 usec
41 BL2 0.00 dB
PL12 13.71 dB
PL13 18.00 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
PLL3W 0.23886430 W
SFO2 400.1316005 MHz
SI 32768
SF 100.6127546 MHz
WDW EM
S5B 0
LB 1.00 Hz
J | GE 0
IJII L, i A I L EC drad

T T T T T
180 160 140 120 100 80 60 40 20 ppm

S50



T T T i
80 75 7.0 65 6.0

I Y]
B8l3l

—-116.34

T T T T T T
50 45 40 35 3.0 25 20

-117.40

S51

1
-117.5 ppm

NAME
EXPNO
PROCNO
Date_ 20181
Tim 17.51
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT cpcl3
NS 16
DS 2
SWH
FIDRES
AQ
RG
oW
DE
TE 300.0 K
Dl 1.00000000 sec
TDO 1
CHANNEL f1
16.50 usec
0.00 dB
15.07131863 W
400.1324710 MHz
32768
400.1300098 MHz
EM
0
0.30 Hz
0
1.00
NAME 4m
EXPNO 7
PROCNO 1
Date_ 20190104
Time 8.53
INSTRUM spect
PROBED 5 mm PABBC BB-
PULPROG zgfhiggn
TD 24288
SOLVENT CDC13
NS 2
DS 4
SWH 75187.969 Hz
FIDRES 0.143410 Hz
AQ 3.4865651 szec
RG 7298.2
oW 6.650 usec
DE €.50 usec
TE 300.0 K
D1 1.0000 sec
D11 .0300 sec
D12 0.00002000 sec
TDO 1

= CHANNEL fl =

1 0 usec
3.21 dB
SFol 376.4682462 MHz
CHANNEL £2
CPDERG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.71 dB
PLZW 15.07131863 W
PL12W 0.64143294 W
SFO2 400.1316005 MHz
S1 65536
SF 376.4985612 MHz
WDW EM
SSB [
LB 0.30 Hz
GB 0
PC 1.00
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F N
\
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4n

OMe

] Yy L

T T
75 7.0 65

1| j )

‘us‘ [ur Inr ©
- b | N o b
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T T T T T
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| J)
“:Hd |=. Tn(ﬂ]
S\a| 2 S| |2
sl |2 al 1S

T
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S52

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHED
PULPROG
TD
SOLVENT
NS

NAME
EXPNO
PROCNO
Date_

Time
INSTRUM

PROBHD
PULPROG

TD
SOLVENT
NS
Ds

4m

5

1
20190427
19.
spect
5 mm PABBO BB-
zgpg30

65536

€DC13

4096

4
23580.814
0,365918
1.3664756
7298.2
20.850
6.50

300.0
2.00000000
0.03000000

CHANNEL £l =
13c
24.00

CHANNEL £2
waltzlé

1H

80.00

0.00

18.00
15.07131863
0.64143294
0.23886430
400.1316005

100.6127554
EM

[
1.00
1]

1.40

4n
1

1
20190121

21.52

spect

5 mm PABEO BB—
zg30

65536

CDC13

16

8278.146
.126314

0
3.9584243

114
60.400
6.50

300.0
1.00000000
1

CHANNEL f1
1H
16.50
0.00
15.07131863
400.1324710
32768
400.1300092
EM
0
0.30
0
1.00

Hz
Hz
sec

usec
usec

sec
sec

usec

dB
MHz

usec

dB
dB

===

MHz

MHz

Hz
Hz
sec

usec
usec

sec




—=116.47

4n

-117.42

N S,

T T
-116.0 -117.0

ppm
& g 88E3] ZBohbERIBILEIE o ~ oo
8 B 82888 HREFIneespEs s 2 am
7 N7 Vool I
O
F N
\
N
OMe
F
(0]
4n
lﬂL , ll " U |
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 ppm

S53

NAME 4n
EXPNO T
PROCNO 1
Date_ 20190124
Time 13.18
INSTRUM spect
PROBHED 5 mm PABBO BB-
PULPROG zgfhiggn
D 524288
SOLVENT CDC13
NS 32
Ds 4
SWH 75187.969 Hz
FIDRES 0.143410 Hz
RQ 3.4865651 sec
RG €
DW 6.650 usec
6.50 usec
300.0 K
1.00000000 sec
0.03000000 sec
0.00002000 sec
1
CHANNEL fl =
19F
5.00 usec
.21 dB
376.4682462 MHz
80.00 usec
0.00 dB
13.71 dB
15.07131863 W
0.64143294 W
400.1316005 MHz
65536
376.4985589 MHz
EM
0
0.30 Hz
(4]
1.00
NAME 4n
EXPNO 5
PROCNO 1
Date_ 20190413
Time 11.26
INSTRUM spect
PROBHED 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT
NS
Ds
SWH Hz
FIDRES Hz
AQ sec
RG
oW usec
DE usec
TE 0K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1

59.7160759
100.6238364
CHANNEL £2

waltz16

1H

80.00

0.00

2 13571,
PL13 18.00
PLZW 15.07131863
PL12W 0.64143294
PL13W 0.23886430
SF02 00.1316005
51 32768
SF 100.6127678
WDW EM
S$5B 0
LB 1.00
GB 0
BC 1.40

W
MHz

MHz

Hz



GesL e ANEE Sy, BB e FEREES L P E PR RS
s88RcREEARLd88Y 3§ &% SEEUSRERsREARERS el 1
FREMNNR~OOOOOOOOE Vv Wy DHHEO MO MmN NN NN NN PROCNG g
3\ \l V NN N Drce. 20190320
Time 17.53
INSTRUM spect
PROBHED 5 mm PABBO BB-
PULPROG zg30
P — TD 65536
SOLVENT cDCl13
NS 16
DS 2

SWH Hz

FIDRES Hz

AQ sec

usec
usec

1
N TE ; 0
\ Dl sec
TDO 1
N - i
OMe : 168 e
L1 15.07131863

400.1324710 MHz

=

=

O 327
400.1300097 MHz
EM
40 0
0.30 Hz
0
1.00
T T T T T T T T T T T T T T T T T
80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
)}T H s g 5fe
r\oman-w @ [ea] 1= oo} =3 @
88|27 & 2 |8 B3 18 |8
Rt b Bl k=1 =1 ol o~ = -
o™ —~
b = NAME 4o
5 : EXPNO 7
o = PROCKNO s é
Date 201 2
o o Time 18.00
INSTRUM spect
PROBED 5 mm PABBO BB-
PULPROG zgfhiggn
TD 524288
— SOLVENT CDC13
NS 2
DS 4
SWH 75187.969 Hz
FIDRES 0.143410 Hz
RQ 3.4865651 sec
RG 4096
DW 6.650 usec
F N DE 6.50 usec
TE 300.0 K
\ D1 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
N TDO 1
CHANNEL f1 =
OMe 197
15.00 usec
F .21 dB
O 376.4682462 MHz
CHANNEL £2 =
40 CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.71 dB
PL2W 15.07131863 W
PLI2W 0.64143294 W
SFO2 400.1316005 MHz
s1 65536
SF 376.4985624 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T
-115.5 -116.0 -116.5 -117.0 -117.5 -118.0 ppm

S54



- DO NMN O DEOOMOORR=NOOKO
- e FrrrE - W 2 o
W SN W v T
s —
F N
\
N
OMe
F
(0]
40
i \L | I i o L L It
T T T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
WU RN
O\/
F N
\
N
OMe
F
0]
4p
T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
gLl X 1) )
8ss b5 8 8
Sl lelles nijvleil | - o~

S55

NAME do
EXPNO 5
PROCNO 1
Date 20190406
Time 10.52
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
D 65536
SOLVENT €DC13
NS 5120
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
RO 1.3664756 sec
RG 9195.2
DW 20.850 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
= CHANNEL fl =
NUC1 13¢
Pl 24.00 usec
PL1 -2.00 dB
PL1W 59.71607590 W
SFOl 100.6238364 MHz
= CHANNEL f2
waltzlé
80.00
13.7
18.00
15,07131863 W
0.64143284 w
0.23886430 W
400.1316005 MHZz
32768
100.6127539 MHz
EM
0
1.00 Hz
0
1.40
NAME 4p
EXPNO 1
PROCNO 1
Date_ 20190320
inme 8.09
INSTRUM spect
PROBED S mm PABBO BB-
PULPROG zg30
™D 65536
SOLVENT cpCl3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 126314 H
RO
RG
DW
DE
TE 300.0 K
Dl 1.00000000 sec
TDO 1
= “HANNEL £1
NUC1 1H
Pl 16.50 usec
PL1 .00 dB
PL1W 15.07131863 W
SFOl 400.1324710 MHz
SI 3276
SF 400.1300095 MHz
WDW EM
S5B 0
LB 0.30 Hz
GB 0
PC 1.00



-117.42

— 17290
160.95
160.90
159.12
15844
15839
154.79

—— 14484
12847
12837
12827
12285
11744

\
N
OMe
F (0]

L | l I unl

5249
52.24

-

—38.29

—29.89

——15.08

ppm

T T T T
180 160 140 120

T
100

80

S56

60

40

20

ppm

NAME
EXPNO
PROCNO
Date_

ime
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

4p
e

1

20190320

18.15

spect

5 mm PABBO BB-
zgfhiggn
524288

75187.969 Hz
0.143410 Hz
3.4865651 sec
4096

6.650 usec
6.50 usec
300.0 K
1.00000000 sec
0.03000000 szec
0.00002000 sec
1

CHANNEL f1l

F
15.00

3.21
376.4682462 MHz

CHANNEL f2
waltz1é

15.07131863 W
0.64143294 W
400.1316005 MHz

65536
376.4985607 MHz
EM

[}
0.30 Hz
Q
1.00
NAME 4p
EXPNO 5
PROCNO X
Date_ 20190404
Time 23.48
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
65536
SOLVENT CcDCl3
NS 2560
Ds 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 5792.6
DW 20.850 usec
DE 6.50 usec
TE 300.0 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
NUC1 13C
Pl 24.00 usec
PL1 -2.00 dB
PL1W 59.71607590 W
SFOl 100.6238364 MHz
HANNEL £2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 0.00
PL12 13.71 dB
PL13 18.00 dB
PL2ZW 15.07131863 W
PL12W 0.64143 W
PL13W 0.238 W
SFO2 400.1316005 MHz
3T 32768
SF 100.6127543 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40



W SN

§.08;_g,?893_°, NAME 4q
SEPBBB M~ O EXPNO 1

INSTRUM spect
PROBED 5 mm PABBO BB-
PULPROG zg30
(@] D 65536
/ SOLVENT cDCl3
NS 16
N D5 2
SHH 8278.146 Hz
\ FIDRES 0.126314 B
a0 3.8
RG
DW
DE
TE 300.0 K
D1 1.00000000 sec
D0 1

\ CHANNEL £1
1H
16.50 usec
N 0.00 dB
15,07131863 W
400.1324710 MEz
OMe 32768
400.1300098 MEz
F EM
0
(@) 0.30 Hz
0
4q 1.00
T T T T T T T T T T T T T T
70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
| 0
m\-)c!rK ol o k‘—| a;/
8188 B5 8 5’
o[ il =] <l il
L o NAME 4q
=t D EXPNO 7
o = PROCNO 1
- — Date_ 20190104
L — Time 9.06
! ! INSTRUM spect
| PROBED 5 mm PABBO BB-
PULPROG zgfhiggn
D 524288
SOLVENT cpell
(@) s 32
/ DS 4
SWH 75187.969 Hz
N FIDRES 0.143410 Ez
AQ 3.4865651 sec
\ RG 6502
oW 6.650 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
F N DO 1
\ = CHANNEL fl ===
NucL 19F
31 15.00 usec
N PL1 3.21 dB
sFol 376.4602462 MHz
OMe CHANNEL £2
waltz16
F 18
O 80.00 usec
0.00 dB
4 13.71 dB
q 15.07131863 W
0.64143294 w
400.1316005 MHz
65536
SF 376.4985601 MHz
WOH EM
SSB 0
LB 0.30 Ez
GB 0
BC 1.00
T T T T
-116.0 -116.5 -117.0 -117.5 ppm

S57



— 17281
160.93
160.87
158.80

-

158.37
15143

/

158.42

£
X

weman
BNOI T
gHOD®

©N oo

o

———126.88
— 12207

M7.27
7.1
116.95

OMe

112,50

112.40

1237

<
N

11.70

5253
5231

~Z

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

—39.35
—29.95

TD
SOLVENT
N:

= CHANNEL fl

T
180

__-6525
6501

MeO

T
160

T
140

5b

T
120

T
100

3713

‘(::5595
3678

37N

<

2563
2543

A

2523

2267

/2248

A

2211
2191

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG

6.0

5.5

5.0

S58

2019040

9
5
1
6

spe
5 mm PABBO BB-
zgpy30

65536

CDC13

5120

4

23980.814 Hz

Hz
sec

usec
6.50 usec
300.0 K
2.00000000 sec
0.03000000 sec
1

13C
24.00 usec
dB
W
MHz

2.00
59.71607590
100.6238364

CHANNEL £2
waltz

15.07131863
0.64143294
.23886430
400.1316005
2768

100.6127538
EM

dB
dB
8.00 dB
W
w
w

<

0
1.00
0

1.40

spect
5 mm PABBO BB-

8278.146
0.126314
3.9584243

60.400
.50

300
1.00000000

1

CHANNEL f1 =

32768
400.1300080
E



™ NAME 5b
=X EXPNO 7
~ PROCNO 1
— Date_ 20161227
i Time 10.05
INSTRUM spect
PROBED 5 mm PABBO BB-
PULPROG zgfhiggn
D 131072
F O SOLVENT cpcl3
N5 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
Meo N 20 0.8716788 sec
RG 1625.5
DW usec
DE usec
TE
F Dl sec
D11 sec
Dlz2 sec
5b TDO
CHANNEL f1
NUC1 19F
Pl 15.00 usec
PLl .21 dB
sFol 376.4682462 MHz
CHANNEL f2
waltz16
1R
80.00 usec
00 dB
13.84 dB

15.07131863 W
0.62251705 W
400.1316005 MHz

| 65536
J| 376.4985475 MHz
I EM
I 0
| '\ 0.30 Hz
I\ 0
N 1.00
T T T T T
-117.2 -117.3 -117.4 -117.5 -117.6 ppm
§ SRNCERE f8cenan g g 8 8 NEME 3
L2 8888888 888ccdww g @ o = EXPNO 5
= 2200209 22ez228y < 8 2 PROCNO 1
| SN WA | | o
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS
DS 4
SWE 36057.691 Hz
FIDRES 0. 197
AQ
RG
DW
DE 18.
MeO N TE 298.2 K
D1 2.00000000 sec
pi1 0.03000000 sec
F TDO 1
s 32768
SF 150.8902203 MEz
WDW EM
S5SB 0
LB 1.00 Hz
GB Q
PC 1.40
o |
T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm

S59

CF; N



7.28
<72

3.81
3.79
3.77

<
/
\

2.61
2.59

2.30
2.28
2.26

T T

T T T T T T T T T T T T T T
90 85 80 75 7.0 65 6.0 55 50 45 40 35 3.0 25 20 15 1.0

Ppm
3 I
o o =l loi
& 2
3 3
<« «
g =
F O
CF3 N
F:
5¢c
T T T T T T
-20 -40 -60 -80 -100 -120 -140 ppm

S60

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

NAME
EXPNO
PROCNO
Date
Time™
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

Jocamidine Sc
1

1

20180930
12.40

spect

5 mm PABBO BB-
2930

65536

cDcl3

16

2

8278.146

0.126314
3.9584243

1.00000000
1

CHANNEL f1 =
1H
16.50

15.07131863
400.1324710

32768
400.1300080
EM

0

0.30

0

1.00

JoCamidine Sc
7

1
20181102
17.51
spect

5 mm PABBO BB-

zgfhiggn
524288
€Del3
32

1
75187.969
0.143410
3.4865651
1290.2

300.0
1.00000000
0.03000000
0.00002000

1

Hz
Hz
sec

usec
usec

sec

Hz
Hz
sec

usec
usec

=

sec
sec
sec

CHANNEL f2 =:

=

376.4682461

waltzl6
1H

13,
15.07131863
0.641432%4
400.1316005
5536
376.4985479
EM

0
0.30

0
1.00

usec
dB
MHz

usec
dB
dB

==

MHz



@ DUIF QROFrNOTNNU—DNVWOVN VNN 0 General

g EEPRLER PR L PR T g38 3 2 3

- BREE Cr OB OONNN AR RO SR RO B aeq - = b-§

B BRULERESEEANUL NG AT o2 -2 0d8 (33 2 § &  mm-oseve
\Iﬁ‘I’J |_\xh\ug e L\P | I TIME = 07:58

INSTRW = spect
PULPROG = zgped0

F (130)

SI = 32768
SF = 150.79

O SW_p = 36057.692

5¢c

H i L L
T T T T T T T T r T T T T T T T r T r T T T T
200 150 100 50 o [ppm]
wro ogoesag s -

38 g82 ZEEEBZ28R 5d
~ 3 o3 03 LR L L

\) Lk 2

\ / \ \// 20181106

ime 9.37

INSTRUM spect

PROBED 5 mm PABBO BB-

PULPROG

O,N N

CHANNEL fl

P1 16 usec
5d PL1 .00 dB

PL1W 15.07 3w

SFO1 400.13 0 MHz

5I

SF 400.1300095 MHz

WDW

8SB

LB Hz

GB 0

R

T T T T T T T T T T T T T
80 75 7.0 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm

I |
> o o) (=
@ S 2 (2
~ <l e

Sé61



O,N

5d

-110.99

T
-110.2

— 17451

159.63
159.57
157.07
157.01
146.84
14874
146 63

e
=
<

T
-110.6

122.59
122.43
12227
108.70
108.68
108.62
108.49
108.43
108.41

2

T
-111.4

49.15
4913
49.11

o

——30.26

—19.70

ppm

T
180

T
140

ppm

NAME 5d
EXPNO 7
PROCNO 1
Date, 20181106
i g.41
spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
SOLVENT cpcl3
NS 2
DS
SWH
FIDRES
AQ
RG
DW us
DE u;
TE K
D1 sec
D11 0.03000000 sec
D1z 0.00002000 sec
TDO 1
CHANNEL £1
NUC 19F
Pl 15.00 usec
PL1 21 dB
SFOL 376.4682462 MHz
“HANNEL £2
CPDPRG2 waltzlé
NUC2 18
80.00 usec
0.00 dB
13.71 dB
15.07131863 W
0.64143294 W
400.1316005 MHz
65536
376.4985588 MHz
EM
0
0.30 Hz
0
1.00
NAME 5d
EXPNO 5
PROCNO 1
Date_ 20190414
Time 0.41
INSTRUM spect
PROBHD S mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT C€DC13
NS 1536
Ds 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 18390.4
oW 20.850 usec
DE 6.50 usec
TE 300.0 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
NUCL 13¢
Pl 24.00 usec
PL1 -2.00 dB
PL1W 59.71607590 W
SFO1 100.6238364 MHz
CHANNEL £2
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.71 dB
PL13 18.00 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
PL13W 0.23886430 W
SFO2 400.1316005 MHz
SI 32768
SF 100.6127575 MHz
WDW EM
5S5B 0
1B 1.00 Hz
GB 0
BC 1.40



7.658
7.652
7.645
7.625
7.612

Va
N

F O

MeO

5e

3.921
3.803

<s

)

3.788
3.768

T T T T
80 75 7.0 6.5

T T T T
55 50 45 4.0 3.5

6.0 3.0 S5 10 ppm
{Ef @5 Eﬂ #ﬂ Jo‘
= ol | |
=
e
—
-
1
(0]
(0]
N
MeO
F:
5e
T T T T T T
-114.8 -115.0 -115.2 -115.4 -115.6 ppm

S63

NAME
EXPNO
PROCNO
Date
Time
INSTRUM

PROBHD
PULPROG

Sc
1

1
20160512

spect

5 mm PABBO BB-

sec

usec
usec
K

300.
1.00000000
1

CHANNEL fl =
18
16.25 usec
0.00 dB
15.07131863 W
400.1324710 MHz
32768
400.1300094 MHz
EM
[t}
0.30 Hz
0
1.00
NAME 5¢
EXPNO T
PROCNO p !
Date_ 20160525
Time 9.01
INSTRUM spect.
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT CDCl13
NS 32
DS 4
SWH 75187,969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 1625.5
DW 6.650 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
CHANNEL fl
NUCl 19F
Pl 15.00 usec
PL1l .21 dB
SFOL 376.4682462 MHz
CHANNEL f2
CPDPRG2 waltzl6
NUCZ
PCPD2
PL2
PL12
PL2W
PL12W
SFO2
SI
SF 376.4985417 MHz
WoW EM
SSB 0
LB 0.30 Hz
GB [}
PC 1.00



3888588 S88RT-3IBRET RS 2 3
2333855 BRESNNZEEEEE g2 2k =
NV NN N .
F O
(0]
N
MeO
F
5e
| | | l] l A 1 ol |
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
ze 8582 ZRRINREL
0w STOMM NONNNNONNN
% AN Y
H,N N
F
5f
1
T T T T T T T T T T T
10 9 8 7 6 § 4 3 2 1 ppm

2.00

S64

NAME Sc
EXPNO 5
PROCNO 1
Date_ 20160512
Time 1g.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD ©55386
SOLVENT CDCl3
NS 2000
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 9195.2
DW 20.850 usec
DE 6.50 usec
TE 300.0 K
DL 2.00000000 sec
D1l 0.03000000 sec
TDO 1
CHANNEL f1
NUC1
b 15.50 usec
PLL -1.23 d
PLIW 50.01396179 W
SFO1 100.6238364 MHz
CHANNEL f2
CPDPRG2 waltzlé
NUC2 18
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL13 18.00 dB
PL2W 15.07131863 W
PLI2W 0.62251705 W
PL13W .23886430 W
SFO2 400.1316005 MHz
SI 32768
SF 100.6127561 MHz
WDW M
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
NAME JoCamidine 5f
EXPNO 1
PROCNO 1
Date_ 20190531
Time 10.54
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
T™D 65536
SOLVENT cDC13
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
aQ 3.9584243 sec
RG 128
oW 60.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1

= CHANNEL f1

1H
16.50 usec
0.00 de
15.07131863 W
400.1324710
3276
400.1300090 MHz
EM
0
0.30 Hz

0
1.00



o NAME JOCamidine 5f
5 EXPNO G
] PROCNG 1
=) Date_ 20190605
= Time 13.04
i INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT CDC13
NS 32
DS 4
SWH. 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 4096
DW 6.650 usec
H N DE 6.50 usec
2 TE 300.0 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
DO 1
F = CHANNEL f1
NUC1 19F
P1 15.00 usec
5f PL1 3,21 dB
SFO1 376.4682462 MHz
CHANNEL f£2
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.71 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
5F02 400.1316005 MHz
sI 6553
SF 376.4985578 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T T
-110 -112 -114 -116 -118 -120 -122 -124 -126 ppm
388529 e RE880oro @ @ o HAME JoCamidine 5f
P e BoERR o * = EXPNO 5
Noowuousss =R=2=X--F--¥--¥--] =) o o PROCNO ¥
—rrrTceeee FErOO® 0 < - Pate 20190615
NV N LT -
INSTRUM spect
PROBHD 5 mm PABBO BBE-
PULPROG 2gpg30
TD 65536
SOLVENT €DC13
F o NS 1536
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 13004
H2N N DW 20.850 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
F D0 1
CHANNEL f1 =
5f 13C
24.00 usec
=-2.00 dB
59.71607590 W
100.6238364 MHz
CHANNEL £2
waltzl6
1H
80.00 usec
0.00 dB
13.71 dB
18.00 dB
15.07131863 W
0.641432%4 W
0.23886430 W
400.1316005 MHz
32768
100.6127553 MHz
EM
0
1.00 He
0
1.40
T T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
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NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

—4.27
3.68
3.66
3.64
278
2.55
253
2.51
224
222
2.20
218
2.16

NS

59

-~ -
o -

ppm

2.14

-119.8538

59

-117 -118 -119 -120 -121 -122

ppm

S66

= CHANNEL f2 =

JOCamidine 5g
1

1

201%0605
17.54

spect
5 mm PABBO BB-

8278.148
0.126314
3.9584243
128
60.400
6.50

300.0 K
1.00000000
1

CHANNEL f1 =

1H
16.50
0.00

15.07131863
400.1324710

32768
400.1300090
EM

0

0.30

0

1.00

JoCamidine Sg
7

1

20190606
16.45

spect

S mm PAEBO BB-
zgfhiggn
131072

€DC13

32

4
75187.969
0.573639
0.8716788
4096

6.650

6.50

300.0
1.00000000
0.03000000
0.00002000
1

CHANNEL f1 =
18F

15.00

i
376.4682462

waltzlé

1H

80.00

0.00

13.71
15.07131863
0.64143294
400.1316005
65536
376.4985567
EM

0

0.30

0

1.00

Hz
Hz
sec

usec
usec

Hz
Hz
sec

usec
usec

L]

sec
sec
sec

usec
dB
MHZ

usec
dB
dB

==

MHz



—175.53
160.78
160.73

159.14

£
<

159.09

© Q= © o=
TOH® DD N o
Soo m@mRan o0
BB B coowww =X=]
- Trrooo ekl

—49.95
—19.12

=

59

[T " I
T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
JERe 8888539 RRE
\
N N
/
5h
S e |
T T T T T T T T T
10 9 7 6 5 4 3 2 1 ppm
) b
: A BEk
~ o~ o o N
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NAME
EXPNO
PROCNO
Date_

Time
INSTRUM

PROBHD

PULPROG

TD
SOLVENT

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

D
SOLVENT
NS

JoCamidine 5g
5

L

20190620
10.58

spect
5 mm PABBO BB/

a4
36057.691
0.550197
0.9088159
192.21
13.867

299.8
2.00000000
0.03000000

1

CHANNEL fl =
150.8062408
13C
11.00

3276
150.7896370
EM
0
1.00
0
1.40

JOCamidine 5h
1

1

20190605

13.10

spect

5 mm PABBO BB-
zg

65536

cDel3

16

2

8278.146

0.126314
3.9584243

300.0
1.00000000
1

CHANNEL f1 =

1H
16.50
0.00

15.07131863
400.1324710
32768
400.1300090
EM

0
0.30
0
1.00

Hz
Hz
sec

usee
usec




<
S
S
2
F O
N N
/
5h
T T T T T T T T T T
=114 =115 =116 117 =118 =119 =120 =121 =122 -123 ppm
50838388 828w H N R
T =-R=E R =N o5 o o 1210 000 @Q o 9 T
EEonohioo ceogges g g8 ¢
F O
N N
/
5h
Il L
T T T T T T T T T T T I
220 200 180 160 140 120 100 80 60 40 20 ppm
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NAME JOCamidine 5h
EXPNO 7.

PROCNO 1
Date_ 20190605
Time 17.28
INSTRUM spec
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cpcls
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 4096
DW 6.650 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
==== CHANNEL fl ========
NUCl 19F
P1 15.00 usec
PL1 3.21 dB
SFO1 376.4682462 MHz
- CHANNEL f2
CPDPRG2 waltzlé
Nucz 1H
BCPD2 80.00 usec
PL2 0.00 dB
PL12 13.71 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
SFO2 400.1316005 MHz
SI 65536
SF 376.4985566 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB ]
BC 1.00
NAME JoCamidine 5h
EXPNO - f
PROCNO 1
Date 20190619
Time™ 9.41
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 287
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 1%2.21
DW 13.867 usec
DE 6.50 usec
TE 299.5 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
== CHANNEL fl =

150.8062408 MHz
13C

11.00 usec
32768

150.7896414 MHz
EM

0
1.00 Hz
0

1.40



General

rONONED sow ggzonnzn
gEEREERT RER BREHEREY -
COBOBG W Gea PPN PV Y BATK = E016/10/L0
L J L TINE = 10:43
Ll (NP LS4 THSTRIM = spest
PULPROG = £g30
1 (m)
F O SI = 32768
SE = 400.13
S¥_p = B278.146
& & Gl
e b I
B
r T T T T T T r T T T T
6 4 2 -2 [ppm]

-108.028
108,043

a

-108.060

<

-114.606
-114.625

General

DATE = 2018/10/11
TINE = 10:06
INSTRUC = spect
PULPROG = zgfhigan

F1 (19¥)
ST = 65536

SF = 376.499
S¥_p = 75187.97

T
° -50

S69

v
ppm)



Gemeral

2 ene ] ] 5
hrim'u'm'ddda'dg'dm'niuini o nea a2 o i d
EZBEB388288RBES £ REE g g 2 wate = s
i | J ok TINE = 15:06
L‘M M \V INSTRWM = spect
PULPROG = zgpg30
a0
[
st 15079
F o [ ——
5i
_“J ] A L
. . . r : : . . : v . . . : . . ; ; ;
180 100 50 0 [ppm]
o PO NP NNNDBORONDD S .
g8 BEBBERICOUIRRESCRERS L 5
© o LR e e e B R e R I R R R I VRN R ) EXPNO 1
(W] Lo | | i) PROCNO 1
\f ‘M ‘l// \\V%’/ Date_ 20160427
e .46
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
™ 65536
SOLVENT cDC13
F NS 16
D5 2
SWH 8278.146
FIDRES 0.126314 Hz
20 3.9584243 sec
RG 64
Me N DW 60.400 usec
DE 6.50 usec
OMe TE 300.0 K
Dl 1.00000000 sec
F TDO 1
O CHANNEL f1
NUC1 1H
6a Pl 16.25 usec
PL1 0.00 dB
PLIW 5.07131863 W
SFOL 400.1324710 MHz
ST 32768
SF 400.1300090 MHz
WDW EM
SSB 0
1B 0.30 Hz
GB (]
PC 1.00
1 Moa a
T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
|l Ll g A
=3 ol [ © <
8 BB BB
- oo o - o~
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© 0 NAME 6a
n ] EXPNO 7
4 PROCNO 1
- s Date_ 20160428
— - Time 9.46
] I INSTRUM spect
FROBED 5 mm PABBO BB-
PULPROG zgfhiggn
131072
SOLVENT cDC13
NS 32
DS 4
SWH 75187.969 EHz
FIDRES 0.573639 Hz
F O ) 0.8716788 sec
EG 1290.2
oW 6.650 usec
DE 6.50 usec
TE 300.0 K
Me N D1 1.00000000 sec
D1l 0.03000000 sec
OMe D12 0.00002000 sec
TDO 1
F CHANNEL f1
O NUC1 19
P1 15.00
6a PLL 3.21 d
sFo1 376.4682462 MHZ
CHANNEL f2
CPDPRG2 waltzl6
NUC2 1H
PCPD2
PL2
PL12
PLZW 15.
0 n PL12W 0.62251705
I \ SFO2 400.1316005 MHz
I\ Al sI 65536
I\ I\ SF 376.4985406 MHz
i I WDW EM
[ [\ SSB Q
/ L’_/f L LB 0.30 Hz
GB 0
2C 1.00
T T T T T T
-117.5 -118.0 -118.5 -119.0 -119.5 -120.0 ppm
RE HBRE 3Ikk 2833N 8 a5 i NAME 6a
fE B8EE €8¢ oo o = o = EXPNO s
== 2eee 333 cTTEF 88 58 & PROCNO 1
‘\/ \'3,“ \V \W \(J ‘ | ‘ Date_ 301624:;
Time 10.3
INSTRUM spect
PROBED 5 mm CPTCI 1H-
PULPROG zgpg30
D 65536
SOLVENT cDC13
NS 157
DS 4
SWH 36057.691 Hz
F o FIDRES 0.550197 Hz
RQ 0.9088159 sec
RG 107.97
DW 13,867 usec
DE .00 usec
TE 22 K
Me N Dl 2.000 00 sec
OM D11 0.03000000 sec
e DO

== CHANNEL fl =

150.9068340 MHz
13c

6a

3,
150.890

T T T T T
180 160 140 120 100 80 60 40 20 ppm

S71



3.925

Ir3.919

%j
\

3.943
3.902
3.896

Lo
6.504
- 6.497

F O
MeO N
OMe
F o)

6b

3.874

3.850
3.775
3.769
3.494
3473
3.452
3412
2916
2898
2872
2.853
2824
2781
2757

b

T T T T T T T
75 7.0 65 60 55 50 45

T T
.0 05 ppm

T T T T T T
40 35 30 25 20 15 1
1k ) [l L)
g EIRE
(Ta} o
~ &)
© ~
] —
- —
‘l 1
F O
MeO N
OMe
F
(@)
6b
T T T T T T T
-116.0 -116.5 -117.0 -117.5 -118.0 -118.5 ppm

S72

NAME €b

EXPNO 1

PROCNO

Date_ 20160304

Time 18.18

INSTRUM spect

PROBED S mm PABBO BB-

PULPROG zg30

TD 65536

SOLVENT €DC13

NS 16

Ds 2

SWH 8278.146 Ez

FIDRES 0.126314 Hz

AQ 3.9584243 sec

RG 128

D 60.400 usec

DE 6.50 usec

TE 300.0

Dl 1.00000000 sec

TDO 1
HANNEL £1

NUCL 1H

Pl 16.25 usec

PL1 0.00 dB

PL1W 15.07131863 W

SFO1 400.1324710 MHz

SI 32768

SF 400.1300095 MHz

WDW EM

SSB a

LB 0.30 Hz

GB Q

PC 1.00

NAME €b

EXEPNO 7

PROCNO 1

Date_ 20160304

Time 18.15

INSTRUM spect

PROBHD 5 mm PABBC BB-

PULPROG zgfhiggn

TD 131072

SOLVENT CDC13

NS 32

Ds 4

SWH 75187.969 Hz

FIDRES 0.573639 Hz

AQ 0.8716788 =ec

RG 2896.3

D 6.650 usec

DE 6.50 usec

TE 300.0 K

Dl 1.00000000 sec

D11 0.03000000 sec

Dl2 0.00002000 sec

TDO 1

80.00

0.00

13.84
15.07131863
0.62251705

400.1316005

65536
376.4985509
EM

0
0.30
0

1.00

usec
dB
dB

W

W

MHz

MHz



coargu-ny g .
Kisgigcass E¥%sa3u8 285 &3 NaE o
EELBEE2288 SSSzgss 895 59 o H

T | il PROCNG .
N\ NAVZ i
i Time 7.19
INSTRUM spect
PROBED 5 mm PABBEO BB-
PULPROG 2gpg30
TD 5536
SOLVENT cDCl3
NS 1536
DS 4
SWH 23980.814 Hz
0.365918 Hz
1.3664756 sec
F O 20642.5
20.850 usec
.50 usec
300.0 K
2.00000000 sec
0.03000000 sec
MeO N 1
OMe
F e} -1.23 dB
50.0139617% W
6b 100.6238364 MHz
CHANNEL £2
CPDPRG2 waltzlé
NUC2 18
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL13 18.00 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
PLL3W 0.23886430 W
sF02 4001316005 MHz
sI 327
SF 100.6127546 MHz
WDW EM
558 0
LB 1.00 Hz
GB
BC 1.40
T | |
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
AN% 3995354000522 4550038 i somanidine 6
M~~~ FLTTTOONOONOOOOMONNNNNNNN PROCNO 1
\]/ N\WW Date_ 20190617
Time 13.08
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
™ 65536
SOLVENT €DC13
NS 8
DS 2
F O SWH 12019.230 Hz
FIDRES 0.183399 Hz
AQ 2.7263477 sec
RG 85.63
DW 41.600 usec
DE 6.50 usec
CF3 N TE 298.3 K
D1 1.00000000 sec
@] DO 1
- CHANNEL f1 =
F SFOL 599.6837033 MHz
O Nucl 1K
N Pl 10.00 usec
60 SI 65536
sF 599.6800151 MHz
WDW EM
ssB 0
LB 0.30 Hz
GB 0
BPC 1.00
T T T T T T T T T T T
10 ] 8 T 6 5 4 3 2 1 ppm
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S74

NAME JOCamidine 6c
EXPNO 7

PROCNO 1
Date 20190621
Time 11.37
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn

TD 131072
SOLVENT CDC13

NS 32

DS 4

SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 2580.3

DW 6.650 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1

== CHANNEL fl =

NUC1 19F
Pl 15.00 usec
PL1 3.21 dB
SFO1 376.4682461 MHz
CHANNEL £2
CPDPRGZ waltzlé
NUc2 1H
PCPD2 B80.00 usec
PL2 0.00 dB
PL12 13.71 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
SF02 400.1316005 MHz
SI 65536
SF 376.4993666 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME Jocamidine 6c
EXENO 5
PROCNO 1
Date 20160311
Time™ 9.18
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 2541
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 107.97
DW 13.867 usec
DE 18.00 usec
TE 298.2 K
D1 2.00000000 sec
D11l 0.03000000 sec
TDO 1
= CHANNEL f1 == =
150.9068340 MHz
13¢C
12.00 usec
32768
150.8902159 MHz
EM
0
1.00 Hz
0
1.40



3 29 P8R8 83288-88388 NAME 6c
b 83 5883385882 5885%8588388 NAMD
© =~ AT T T T ODMBO BN DD NN NN N EXPNO 1
PROCNO 1
| \/ N\\WW Date_ 20160113
" Time 8.39
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 65536
SOLVENT cDcl3
NS 16
DS 2
SWH 8278.146 Hz
(e} FIDRES 0.126314 Hz
a0 3.9584243 sec
RG 114
N oW 60,400 usec
DE . usec
TE 300.0 K
MeO o 1 1.00000000 sec
TDO 1
F O HANNEL fl
N NUCL 18
69 Pl 16.25 usec
PL1 0.00 dB
PLIW 15.07131863 W
5FOL 400.1324710 MHz
1 32768
SF 400.1300093 MHz
WDW EM
35B 0
LB 0.30 Hz
GB 0
BC 1.00

| | |

T T T T T T T T T T T T T T T T T T
85 80 75 7.0 65 60 55 50 45 40 35 3.0 25 20 15 1.0 ppm

\ 2
y 3 gEEE |8
- L o NN - ~
o - NAME 6c
£ 0 EXPNO 7
- o PROCNO 1
i pei Date_ 20160406
— — Time 17.22
! ! INSTRUM spect
| | PROBED 5 mm PAEEO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cpell
NS 32
DS 4
F O SWH 75187,969 Hz
FIDRES 0.573639 Ez
AQ 0.8716788 sec
(@) RG 1625.5
oW 6.650 usec
N DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
MeO 0] i1 0.03000000 sec
D12 0.00002000 sec

F: DO 1

== CHANNEL fl =
19F

6e bl 15.00

3.21
SFol 376.4682462

= CHANNEL f2
waltzl6
1H

usec
dB
dB

==

0.62251705
400.1316005 MHz
65536
376.4985406 MHz
EM

0
0.30 Hz
0

1.00

T T T T T T T
-112 -113 -114 -115 -116 117 -118 ppm

S75



e L ga3ghaceaa 52 99
\ AN N2 g N
F O
(@)
N
MeO o
6e
T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
o 35383 dENegsananycnos
©0 O TOOOOONOONOOONNNNNNNN
% TEssSSa N ="
HoN N
0]
F O\
6f
| A ik P |
T T T T T T T T T T T T T T T T T T T
95 9.0 85 8.0 75 7.0 65 6.0 55 50 45 40 35 3.0 25 20 15 1.0 pPpm

8 s

g8
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NAME
EXENO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

D
SOLVENT
NS

DS

= CHANNEL f1

= CHANNEL £f2

6c
5

20160113

15.23

spect

5 mm PABBO BB-
2gpg30

65536

cDCl3

711

4
23980.814 H
0.365918
1.3664756 s
14596.5

20.850 use
6.50 use
300.0 K
0000
0000

0.0300

50.01396
100.6238364 MHz

waltz1lé
1H

32768
100.6127539 MHz

NAME JoCamidine 6f
EXPNO 1
PROCNO 1
Date 20160411
Time™ 15.47
INSTRUM spect
PROBHD 5 mm PABBO BB-
BULPROG 2930

TD 65536
SOLVENT cDCl3

NS 16

DS 2

SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.8584243 sec
RG 128

DW 60.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1

== CHANNEL f1l =
NUC1
Pl 16.25 usec
PL1 .00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
SI 327
SF 400.1300088 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00




HoN

——-118.8944
—-119.6957

Il

B

1

s}

2

5

JoCamidine 6f
e

1

20160411
15.51
spect

5 mm PABBO BB-
zgfhiggn
131072
cDC13

32

4
75187.969
0.573639
0.8716788
2298.8
6.650

6.50

300.0
1.00000000
0.03000000
0.00002000
1

Hz
Hz
sec

usec
usec

sec
sec
sec

CHANNEL f1

AN NUC1 19F
6f Pl 15.00 usec
PL1 3.21 dB
SFO1 376.4682462 MHz
= CHANNEL f2
CPDPRG2 waltz1é
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 .84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
5FO2 400.1316005 MHz
51 65536
SF 376.4985509 MHz
WDW EM
SSB 0
1B 0.30 Hz
GB 0
BC 1.00
T T T T T T T T
-112 -114 -116 -118 -120 -122 -124 Ppm
BEB88cBcRF ER%wvm ~NY o NAME Jocamidine 6f
eloie = edoded e ggg""‘ oids EXENO S
EEEEEEIII SS5gs 85 58 FROCNO 1
Date 20160410
NNV N Vol
INSTRUM spect
PROBHD 5 mm PARBO BB-
PULPROG zgpg30
65536
SOLVENT CcDpCl3
NS 6144
DS 4
SWH 23980.614 Hz
FIDRES 0.365918 Hz
O a0 1.3664756 sec
RG 13004
DWW 20.850 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
H2N N D11 0.03000000 sec
O TDO 1
= CHANNEL f1 =
F 13C
15.50 usec
-1.23 dB
PLIW 50.01396179 W
6f SFOL 100.6238364 MHz
= CHANNEL £2 =
CPDPRG2 waltzl6
Nucz 1H
PCPD2 80.00 usec
PLZ 0.00 dB
PL12 13.84 dB
PL13 18.00 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
PL13W 0.23886430 W
SFOZ 400.1316005 MHz
ST 32768
SF 100.6127539 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
L. I | ‘ ;

T T

T
220 200 180

160

T T T T T

T T
120 100 80 60 40 20 ppm
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0
4.33
4.32
3.90
3.88
3.86
384
3.82
3.76
3.47
3.45
343
3.41
339
291
289
287
285
281
278
275
273

ﬁ
|

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT
NS

T T T T T T T T T T T T T T T T T
90 85 80 75 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0

CHANNEL f1

Jocamidine 6g
1

1

20160429

9.46

spect

5 mm PABBO BB-
zg30

65536

CDC13

16

2
8278.146 Hz
0.126314 Hz
3.9584243 sec

60.400 usec
6.50 usec

300.0 K
1.00000000 sec
i

1H
16.25 usec
0

0.0
15.07131863
400.1324710 MHz

32768
400.1300090 MHz
EM
0
0.30 Hz
0

1.00

pm
@ o |2[® |8 |3
- = || [ =l
e ) NAME JoCamidine 6g
2 o EXPNO 7
51 (=} PROCNO 1
= S Date_ 20160429
= o Time 9.50
X ¥ INSTRUM spect
l I PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT coe13
NS 32
DS 4
SWH 75187.969 Hz
F O FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 2580.3
DA 6.650 usec
DE 6.50 usec
TE 300.0 K
HN N D1 1.00000000 sec
/ D11 0.03000000 sec
(@] D12 0.00002000 sec
TDO 1
F CHANNEL f1 =
() 19F
\\\ 15.00 usec
3.21 dB
69 376.4682462 MHz
CHANNEL f2 =
waltzl6
1H
80.00 usec
0.00 dB
13.84 dB
15.07131863 W
0.62251705 W
400.1316005 MHz
65536
376.4985520 MHz
EM
0
0.30 Hz
0
1.00
T T T T T T T T T
-116 -117 -118 -119 -120 121 -122 -123 ppm

S78



3BLE55RRG ReBreo ge ayeo
REBEEEEEE S88gey g8z 538
NN N VoA
F O
HN N
/ o)
F O\
6g
J o - L]
T T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
RE SBCERBL85 83832 8RR
©© €3 €73 60 0D 0 09 00 05 03 03 6 N O o N oo
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ppm

NAME
EXPNG
PROCNO
Date_

Time
INSTRUM
PROBHD
PULPROG
TD

SOLVENT
NS

DS

CHANNEL f1

Jocamidine &g
5

1

20160428

17.28

spect

5 mm CPTCI 1H-
zgpg30

65536

CDC13

118

4
36057.691

0.550197
0.9088159
3

0.03000000
1

Hz
Hz
sec

usec
usec
K
sec
sec

150.90683
13C
12.00 usec
32768
150.8902203 MHz
EM
0
1.00 Hz
0
1.40
NAME 6e
EXPNO 1
PROCNO 1
Date_ 20160428
Time 9.15
INSTRUM spect
PROBED 5 mm PABBO BB-
PULPROG
TD
SOLVENT
NS
DS
SWE
FIDRES
AQ
RG
oW
DE
TE 300.0 K
DL 1.00000000 sec
TDO 1

CHANNEL f1 =
1B
16.25 usec
0.00 dB
15.07131863 W
400.1324710 MHz
32768
400.1300090 MEz
EM
o]
0.30 Hz
0
1.00




-118.84

=119.67

S80

-1 1[9.5 -1 2T0.0 ppm

VNPV N A% VI
T
60 20 ppm

NAME 6e
EXPNO ok
PROCNO
Date_ 20160503
Time 10.33
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cpcl3
NS 32
DS 4
SWHE 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 4096
DW 6.650 usec
DE 6.50 usec
TE 300.0 K
DL 1.00000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
TDO 1
CHANNEL f1
NUCl 19F
Pl 15.00 usec
PL1 e b
SFOL 376.4682462 MHz
CHANNEL f2
CPDPRG2 waltzlé
NUC 10
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PLIZW 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
ST 65536
SF 376.4985544 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME 6e
EXPNO 5
PROCNO 3
Date_ 20160429
Time 8.53
INSTRUM spect
PROBED 5 mm CPTCI 1H-
PULPROG 2gpg30
TD 65536
SOLVENT cpcl3
NS 56
Ds 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
BAQ 0.9088159 sec
RG 107.97
DH 13.867 usec
DE 18.00 usec
TE 298.2
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL fl1 ==
150.9068340
13c
12.00 usec
2768
150.8502181 MHz
EM
0
1.00 Hz
0
1.40




6.77
6.76
6.74
6.72
6.71

3.95
3.93
3.93
3.91
3.90
3.88
3.86
3.76
3.50
3.48
3.46
3.42
2.90
2.88
2.86
2.84
282
2.80
2.78
275

T T
10 9 8 7 5 4 3 2 1
B B3E &
- =lodlv~ o
R &8
28y & =
555 g3
F O
F N
0]
F
O
6i
T T T T T
-100 -105 110 115 -120

S81

NAME JoCamidine 6i
EXPNO 1
PROCNO 1
Date_ 20160304
Time 17.34
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 65536
SOLVENT C€DCl3
NS 16
Ds 2
SWH 8278.146
FIDRES 0.126314

3.9584243
RG 71.8
DW 60.400
DE 6.50
TE 300.0
D1 1.00000000
TDO 1

= CHANNEL £l

1H
16.25 usec
0.00 dB
PL1W 15.07131863 W
SFOL1 400.1324710 MHz
sI 32768
SF 400.1300093 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME JoCamidine 6i
EXPNO 7
PROCNO 1
Date_ 20160304
Time 17.38
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhigan
D 131072
SOLVENT CDC13
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
0.8716788 sec
RG 1024
oW 6.650 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
TDO 1
CHANNEL £1
NUC1 19F
Pl 15.00 usec
PL1 3.21 dB
SFO1 376.4682462 MHz
wa CHANNEL f2
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
sI 65536
SF 376.4985337 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



OOoWww DO OVOWVLORANNNNMNMOND—NNULD i i

BEREBERE22885950838235828 5Y Q© N ICamidingel

NNNANN T OO0 0B BDB O o~ N

MO OOOVOVVOOVOULLLL T T T~ —O000 oo ~ oM PROCNO 1

P e I 00 L i)
Date_ 20151224

S\ N Wi Time s-a2
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULFROG 2gpg30
D 65536
SOLVENT CDC13
NS 141
DS 4

F o SWH 36057.691 Hz

FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 107.97
DW 13.867 usec
F N DE 18.00 usec
TE 298.0
O D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
150.9068340 MHz
13c

=

6| 12.00 usec
32768
150.8902269 MHz
EM
0
1.00 Hz
0
1.40
it L 1 I L n
T T T il T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
@ © Ncmwwrhmmrmwgmcmww:\l NAME JOCamidine 63
& o A .0 03 0O b~ S SE ST SE 00 03 0000 40 P s PP EXPNO 1
©0©o MONMOMOMONOOMONNNNNNNN PROCNO 1
\/ MV W Date_ 20160406
Time 14.41
INSTRUM spect
PROBHD 5 mm PABBO BB—
PULPROG zg30
TD 65536
SOLVENT €DC13
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
) 3.9584243 sec
Cl N RG 35.9
pW 60.400 usec
O DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
1

CHANNEL £l ====
1H
16.25 usec
0.00 dB
15.07131863 W
400.1324710 MHz
32768

400.1300087 MHz
EM

[}
0.30 Hz
0

1.00

| .

T T T T T T T T T T T T T T T T T T T
95 9.0 85 80 75 7.0 65 6.0 55 50 45 40 35 3.0 25 20 1.5 ppm

2 gl
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ol =] NAME JoCamidine 63j
NS EXPNO 7
88 PROCNO 3
o] Date_ 20160406
-= Time 14.44
() INSTRUM spect
\/ PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cocl3
NS 32
DS q
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 645.1
DW 6.650 usec
DE 6.50 usec
TE 300.0 K
Cl N 1 1.00000000 sec
D11 0.03000000 sec
(@] D12 0.00002000 sec
TDO 1
F = CHANNEL £1 ==
O 19F
\ 15.00 usec
6- 3.21 dB
]| 376.4682462 MHz
CHANNEL £2
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 de
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
SI 65536
SF 376.4985072 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T
-60 -80 -100 -120 -140 -160 ppm
N O NTO OO OON NAME JOCamidine 6j
A R Lt = EXPNO 5
R ST mmmmnmn . - PROCNO 1
SoORas 854335550 58 B8 pate_ 20160105
Time 10.32
v \\ // \I/ W \ / 1 ’ INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zgpg30
TD 65536
SOLVENT cDC13
NS 590
F () bs 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG .16
CI DW 13.867 usec
N DE 18.00 usec
TE 298.0 K
O D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

mm CHANNEL fl mm
150.9068340 MHz
13C

12.00 usec
32768
150.8902412 MHz
EM

T
220 200 180 160 140 120 100 80 60 40 20 ppm

S83



Br

7.19
747
3.98
3 95
3 93
3.91
3.88
3.78
3.51
3.49
3.47

<3

Nﬁ\\%

3.45
3.43
2.93

N

291
2.88
2.86
2.84
2.82
2.80
2.78

PR

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT

= CHANNEL f1

10

Br

—-114.9396
-115.7221

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBED
PULPROG

TD
SOLVENT
NS

-100

T T T T
-105 -110 -115 -120

S84

T T

-125 130  ppm

CHANNEL f1 =

= CHANNEL £f2 =:

JOCamidine 6k
1

1

20160421

10.24

spect

5 mm PABBO BB-
zg30

65536

CDC13
16

2
8278.14¢6
0.126314

3.9584243
181
60.400
6.50

300.0
1.00000000
1

16 25

15. 07131863
400.1324710

32768
400.13000%0

0
0.30
0

1.00

JOCamidine 6k
7

1

20170109

8.03

spect

5 mm PABBO BB-
zgfhiggn
131072

CDC13
32

4
75187.969
0.573639
0.8716788
3251

6.650

6.50

300.0
1.00000000
0.03000000
0.00002000
1

19F
15.00

3.21 di
376.4682462

waltzlé

13.84
15.07131863
0.62251705
400.1316005
65536
376.4985555
EM

]
0.30
0
1.00

EM

Hz
Hz
sec

usec
usec

Hz
Hz
sec

usec
usec
K
sec
sec
sec




NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD

56
13
00
96

159.66
121.59
121.51
121.43
116.48
116.33
114.52
114.41
114.31

b2
158
WQI157

159.70
——52.79
——50.65
—37.36
—-33.28

<5
/
<
3

SOLVENT

Br

Ll

T T T T T T

T T
220 200 180 160 140 120 100 80

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

7.37
<735
3.97
3.96
3.5
3.93
392
3.90
3.88
377
351
3.49
3.47
3.45
3.43
202
290
288
2.86
2583
281
279
277

TR\

TD
SOLVENT

11

©0
[}
~
o
(L]
s
w
8]
-

10

2.02

298

1.00

191-
2.04

S85

JOCamidine 6k
5;

1

20160421

15.37

spect

5 mm CPTCI 1H-
2gpg30

65536

cpCcl3

667

4
36057.691
0.550197
0.9088159
107.97
13.867

2.00000000
0.03000000
1

CHANNEL f1
150.9068340
13C
12.00
32768
150.8902181
EM
0
1.00
0
1.40

JOoCamidine 61
1

1

20160401

8.25

spect

5 mm PABBO BB-

zg30
65536
CDC13
16

2
8278.146
0.126314

3.9584243

15.07131863
400.1324710
32768
400.1300092
EM

a
0.30
0
1.00

Hz
Hz
sec

usec
usec

sec
sec




JOCamidine 61
7

=3 EXPNO
I PROCNO 1
& G Date 20170109
== Time 9.23
¥ INSTRUM spect
l I PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cDCl3
NS 32
DS 1
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 2580.3
oW 6.650 usec
DE 6,50 usec
TE 300.0 K
Dl 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
TDO 1
CHANNEL f1
NUC1 19F
P1 15,00 usec
PL1 3.21 dB
SFOL 376.4682462 MHz
CHANNEL f£2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
51 6553
SF 376.4985566 MHz
WDW EM
S5B 0
LB 0.30 Hz
GB 0
BC 1.00
T T T
-120 -130 ppm
BE8883 RE8RES 52 ~O ©® NAME JoCamidine 61
NGO NN IR co@ ~ro oo EXPNO S
~NRDW WYY NN == <o Ng  ~o PROCNO 1
e e e e e RS =Rk ) Lo o6 bate. 20160401
VNP N W T
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zgpg30
D 65536
SOLVENT cpcl3
NS 602
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 121.41
DW 13.867 usec
DE 18.00 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 =:
() 150.3068340 MHz
6l N 12.00 usec
32768
150.8902197 MHz
EM
0
1.00 Hz
0
1.40
1 |
T T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm

S86



6.82
580
3.97

3.96
3.95
393

3.93
3.90
3.88
3.77
3.51
3.49
3.47
3.44
3.42
293
291
289
287
2.84
281

TS ="

279
277
265
264
262
260
1.23
1.21
1.20

NAME
EXENO
PROCNO
Date

Time
INSTRUM
PROBHD
PULPROG
TD

SOLVENT
NS

-118.2816
-119.0721

T T T T
-108 -110 112 -114 -116

T
118

T T T
<120 122 124

S87

T
-126

-128 ppm

JoCamidine 6m
1

1

20180621

17.31

spect

S mm PABBO BB-
zg30

65536

CDC13

16

2
8278.146
0.126314

3.9584243
128

60.400
6.50

300.0
1.00000000

1

CHANNEL £l =:

1H

16.50

0.00
15.07131863
400.1324710
32768
400.1300093
EM

o
0.30
0
1.00

JOoCamidine 6m
9

1

20190621

17.28

spect

5 mm PABBO BB-
zgfhiggn
131072

€DpCl3

32

4

75187.969
0.573639
0.8716788
4096

6.650

6.50

300.0
1.00000000
0.03000000
0.00002000
1

CHANNEL f1

CHANNEL f£2
waltzl6
1H

15.07131863
0.64143294
400.1316005
65536
376.4985532
EM

Q

0.30

0

1.00

Hz
Hz
sec

usec
usec

usec
dB
W
MHz

MHz

Hz
Hz
sec

usec
usec

sec
sec
sec



172.73
172.25
160.01
159.96
157.51
157.45
147.11
147.02
146.93
112.20
112.03
111.87
111.65
111.45

_ 5264

~~50.91

3733

—33.38

—28.76

—14.87

P
£
<
§

-

/ﬁ

96
01
06

1

-
——
et o

3

NAME JocCamidine 6m

EXPNO 5

PROCNO 1

Date, 20190702

Time™ 0.48

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

D 65536

SOLVENT cDcl3

NS 2048

DS 4

SWH 23980.814 Hz

FIDRES 0.365918 Hz

RO 1.3664756 sec

RG 72

bW 20.850 usec

DE 6.50 usec

TE 300.0 K

Dl 2.00000000 sec

D11 0.03000000 sec

TDO 1
CHANNEL f1

NUC1

Pl 24.00 usec

PL1 -2.00 dB

PL1W 59.71607590 W

SFO1 100.6238364 MHz
CHANNEL f£2

CPDPRG2 waltzlé

NUC2 1H

PCPD2 80.00 usec

PL2 0.00 dB

PL12 13.71 dB

PL13 18.00 dB

PL2W 15.07131863 W

PL12W 0.64143294 W

PL13W 0.23886430 W

SFO2 400.1316005 MHz

SI 32768

SF 100.6127564 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

NAME JoCamidine &n

EXPNO i

PROCNO 1

Date_ 20160419

Time 9.29

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536

SOLVENT cDCl3

NS 16

Ds 2

SWH B8278.146 Hz

FIDRES 0.126314 Hz

AQ 3.9584243 sec

RG 64

DW 60.400 usec

DE 6.50 usec

TE 300.0 K

D1 1.00000000 sec

TDO 1
CHANNEL f1

NUC1 1H

P1 16.25 usec

PL1 0.00 dB

PLIW 15.07131863 W

SFOl 400.1324710 MHz

s1 32768

SF 400.130008% MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00



—-118.3894
—-119.1556

N
6n
T T T T T T T T T
=100 -105 =110 -115 =120 =125 -130 -135 ppm
DOCODOND O cowo
~NNTONN DN o ® Ve WO W o«
NN DM~ W WL o= = ©o ~KAN® O N
EEBBEBIII =oe 88 53 § o
F O
N
O
O\
6n
T T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm

S&9

NAME JOCamidine 6n
EXPNO T

PROCNO 1
Date 20170109
Time ™ 8.54
INSTRUM spect
PROBHD 5 mm PABEO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT CDCl3
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 1625.5
DW 6.650 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
CHANNEL f1
NUC1 19F
Pl 15.00 usec
PL1 3.21 dB
SFO1 376.4682462 MHz
CHANNEL £2
CPDPRG2 waltzl6
Nuc2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
sI 65536
SF 376.4985429 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME JOoCamidine én
EXPNO 5
PROCNO 1
Date_ 20160420
Time 14.21
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 112
DS ]
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 107.97
bW 13.867 usec
DE 18.00 usec
TE 298.2 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
CHANNEL f1 =
150.9068340 MHz
13C
12.00 usec
32768
150.8902236 MHz
EM
0
1.00 Hz
0
1.40




53 5358%838888585993088808REYSR - R

©0 0 TOOMONOONNOOOOONNNNNNNN ™~ BPROCNO 1

\ T\ e Date_ 20160406
Time 14,51
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT €DC13
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 EHz
AQ 3.9584243 sec

(@] N RG 128
D 60.400 usec
/ O DE 6.50 usec

TE 300.0 K
Dl 1.00000000 sec
TDO 1

= CHANNEL f1 =

1H

16.25

0.00

15.07131863

400.1324710
327

400.1300090

EM

0

0.30

0

1.00

—-117.0223
—-117.8856

NAME

EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT
NS

PL1
SFOl
CPDPRGZ
Nucz
PCPD2
PL2
PL12
PL2W
PL12W
SFO2
5I

SF
WDW
SSB
LB

GB

BC

T T T T T T T T T T T T
-106 -108 -110 -112 -114 -116 -118 -120 -122 -124 -126 -128

T
ppm

JoCamidine 6o
7

1

20160406

14.55

spect

5 mm PABBO BB-
zgfhiggn
131072

CDCl3

32

4
75187.969
0.573639
0.8716788
2580.3
6.650

6.50

300.0
1.00000000
0.03000000
0.00002000
1

CHANNEL £2
waltzl6
1H

.84
15.07131863
0.62251705
400.1316005
65536
376.4985509
EM

o

0.30

0

1.00

Hz
Hz
sec

usec
usec

sec
sec
sec

usec

MHzZ




g3adadrna AT oras 5 85 88 8
BRSEE5853 SSeggas 3 dx 5@ 2
F O
O N
—/ 0
F:
SN
60
[ | ’ | ]
T T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
5835REERe52858R03RHRLSIINRRYRE
F O
/ N
O
F:
o
N
6p
1 P Y | N S
T T T T T T T T T T T T
1 10 9 8 7 6 5 4 3 2 1 ppm
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NAME JOCamidine 6o
EXPNO 5
PROCNO 1
Date 20160413
Time™ 8.41
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zgpg30
TD 65536
SOLVENT CcDCl3
NS 486
DS q
SWH 36057.691
FIDRES 0.550197
AQ 0.9088159
RG 192.21
oW 13.867
DE 18.00
TE 298.2
D1 2.00000000
D11 0.03000000
TDO 1

Hz
sec

usec
usec

sec
sec

mm=m==s== CHANNEL f] ===ss===

SFO1 150.9068340 MHz

NUC1

P1 12.00 usec

SI 32768

SF 150.8902192 MHz

WDW EM

S55B 0

LB 1.00 Hz

GB

PC 1.40

NAME JOCamidine 6p

EXPNO 1

PROCNO 1

Date 20160407

Time™ 8.10

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG 2930

TD 65536

SOLVENT cpel3

NS 16

Ds 2

SWH 8278.146 Hz

FIDRES 0.126314 Hz

AQ 3.9584243 sec

RG 161.3

DW 60.400 usec

DE 6.50 usec

TE 300.0 K

D1 1.00000000 sec

TDO 1
CHANNEL f1

NUC1

Pl 16.25 usec

PL1 0.00 dB

PL1W 15.07131863 W

SFO1 400.1324710 MHz

SI 32768

SF 400.1300095 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00



85
5=
Es
o]
J N
0]
F:
O
6p
T T T T T T T T T T T T
-90 -95 -100 -105 -110 -115 -120 -125 -130 -135 -140 ppm
EOERCOR3oh8338 58N I8 53
NNGOOOGIIIIN NGNS eri: ]
CEER222822022 22 838 58
F O
/ N
o
o
6p
[ nl N . .
T T T T T T T T T T T T
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NAME JOCamidine 6p
EXPNO 7
PROCNO 1
Date 20190621
Time 15.35
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT CDC13
NS 32
DS 4
SWH 75187.969
FIDRES 0.573639
AQ 0.8716788
RG 4096
DW 6.650
DE 6.50
TE 300.0
D1 1.00000000
D11 0.03000000
D12 0.00002000
TDO 1

= CHANNEL fl

NUCL 19F
P1 15.00
PL1 3.21
SFO1 376.4682462

Hz
Hz
sec

usec
usec

=

sec
sec
sec

usec
dB
MHz

= CHANNEL f2
CPDPRG2 waltzlé
Nucz 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.71 dB
PL2W 15.07131863 W
PL12W 0.64143294 W
SFO2 400.1316005 MHz
sI 6553
SF 376.4985532 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB )
PC 1.00
NAME JOCamidine 6p
EXPNO 5
PROCNO 1
Date_ 20160407
Time 9.50
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 256
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 137.08
DW 13.867 usec
DE 18.00 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1 a
150.9068340 MHz
13c
12.00 usec
32768
150.8902181 MHz
EM
0
1.00 Hz
0
1.40



6.92
6.89
6.31
6.28
6.26
6.24
6.23
6.22
6.20
3.98
3.96
3.96
3.94
3.93
3.91
3.89
3.78
3.51
3.49
3.47
3.45
3.43
293
2.91
2.89
2.87
2.84
2.82
2.80
2.77.
1.89
1.88

E
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NAME Jocamidine 6g
EXPNO 1
PROCNO 1
Date_ 20160415
Time 10.43
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 65536
SOLVENT cpcl3

NS 16

Ds 2

SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 128

DR 60,400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
"""" CHANNEL f]l ==m===m==
NUC1

Pl 16.25 usec
PL1 0.00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
s1 32768

SF 400.1300092 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
NAME JOoCamidine 6q
EXPNO 7
PROCNO 1
Date_ 20170109

Time -
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn

TD 131072
SOLVENT CDC13

NS 32

DS 4

SWH 75187.969 Hz
FIDRES 0.573639 Hz
aAQ 0.8716788 sec
RG 4096

DW 6.650 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1

= CHANNEL f1

CPDPRG2
NuC2

= CHANNEL £2

19F

15.00

3.21
376.4682462

waltzlé

1H

80.00

0.00

13.84
5.07131863
0.62251705
400.1316005
65536
376.4985544
EM

0

0.30

0

1.00
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S94

NAME JOCamidine 6q
EXPNO 5
PROCNO 1
Date_ 20160415
Time 14.18
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 351
DS 4
SWH 36057.691 Hz
FIDRES 0.550197 Hz
AQ 0.9088159 sec
RG 137.08
DW 13.867 usec
DE 18.00 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL fl =
150.9068340 MHz
13c
12.00 usec
32768
150.8902181 MHz
EM
o]
1.00 Hz
Q
1.40
NAME JoCamidine 6r
EXPNO i
PROCNO 1
Date 20160406
Time™ 9.03
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT cDCcl3
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 128
DW 60.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO X
CHANNEL f1
NUC1 1H
Pl 16.25 usec
PL1 .00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300089 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB o]
PC 1.00



o NAME JoCamidine 6r
No EXPNO 7
@ © PROCNO 1
©~ Date_ 20170109
o] Time 9.02
i INSTRUM spect.
\ f PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cDCl13
NS 32
F () DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 4096
oW 6.650 usec
N DE 6.50 usec
TE 300.0 K
O 1 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
F o 00 1
AN CHANNEL f1
6r NUC1 1
Pl 15.00 usec
PL1 3.21 dB
SFO1 376.4682462 MHz
CHANNEL f£2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 3.84 dB
PL2W 15.07131863 W
PL1ZW 0.62251705 W
SFO2 400.1316005 MHz
SI 65536
SF 376.4985578 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00
T T T T T T T T
-100 -105 -110 115 120 -125 -130 135  ppm
CENer SRR 9RO5S COr NAME  JoCamidine €
NNOORNNOOSORBBOCOG GO S 0% o0 EXPNO 5
Uiing <6 R i i Sl B B gttt B8 58 ERDING F
Date_ 20160406
NN W/ VN2 VT
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULBROG 2gpg30
D 65536
SOLVENT CDC13
F O NS 1160
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 8192
PJ D 20.850 usec
DE 6.50 usec
(@) TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
F D0 1
O\ CHANNEL f1
‘; 13c
r 15.50 usec
-1.23 dB
50.01396179 W
100.6238364 MHz
= CHANNEL f2
CPDERG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL13 18.00 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
PL13W 0.23886430 W
SFO2 400.1316005 MHz
SI 32768
SF 100.6127586 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40
L Ll N |h |‘
T T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 ppm
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407
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3.53
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347

MW

296
292
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T T T
-80 -90 -100 -110 -120
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T
-130

NAME JOCamidine 6s
EXPNO 1
PROCNO 1
Date_ 20160425
Time 10.19
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 65536
SOLVENT cbCl3
NS 16
Ds 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
RQ D 9584243 sec
RG
DW 60. 400 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
TDO k
CHANNEL f1
NUC1 1H
Pl 16.25 usec
PL1 0.00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME JOCamidine 6s
EXENO 7
PROCNO 1
Date_ 20170109
Time 9.1
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
D 131072
SOLVENT CDC13
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 2896.3
bW 6.650 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
TDO g
= CHANNEL f1 =

NUC1 19F

Pl 15,00 usec
PL1 3.21 dB
SFOl 376.4682462 MHz
= = CHANNEL £2 =
CPDPRG2 waltzl6

NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
SI 65536

SF 376.4985521 MHz
woW EM

SSB 0

LB 0.30 Hz
GB [

EC 1.00
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S97

NAME JOCamidine 6s
EXPNO 5
PROCNO 1
Date_ 20160426
Time 9.13
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG 2gpg30

TD 65536
SOLVENT CDC13
NS 693

DS 4

SWH 36057.691 Hz
FIDRES 0.550197 Hz

Q 0.9088159 sec
RG 107.97

DW 13.867 usec
DE 18.00 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
DO 1

CHANNEL f1

SFO1 150.9068340 MHz
NUC1 13C

Pl 12.00 usec
s1 32768

SF 150.8902181 MHz
WOW EM

SSB 0

LB 1.00 Hz
GB a

BC 1.40
NAME JOCamidine 6t
EXPNO 1
PROCNO i
Date 20160420
Time™ 5.1
INSTRUM spe:
PROBHD 5 mm PABBO BBA
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 228.1
oW 60.400 usec
DE 6 50 usec
TE K
D1 1. 00000000 sec
TDO

CHANNEL f1

NUC1
Pl 16.25 usec
PL1 .00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300090 MHz
WDW EM
SSB Q
LB 0.30 Hz
GB 0
BC 1.00



6t

_—-114.2161

T—-114.8437

T
-80 -90

—194.76
17250
17195

6t

160.08
160.03
—130.04
119.30
119.14
112.31
112.13

15755
_ 5282
~—5067

o
L
T

-140

—37.55
—33.38

L Ll

T T T
220 200 180

40

NAME JOCamidine 6t
EXPNO 7

PROCNO 1
Date 20170109
Time™ .38
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cpCcl3
NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 4096
D 6.650 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
CHANNEL fl =
19F
15.00 usec

3.21
376.4682462 MHz

b = CHANNEL f2 =
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
SI 65536
SF 376.4985578 MHz
WOW EM
S5SB 0
LB 0.30 Hz
GB 0
EC 1.00
NAME JOCamidine 6t
EXPNO 5
PROCNO 1
Date_ 20160423
Time 0.26
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 6144
DS 1
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 819.
DW 20.850 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 =
13C
15.50 usec

-1.23 dB
50.01396173 W
100.6238364 MHz

- = CHANNEL f2 =
CPDPRG2 waltzlé
Nyc2 1H
PCPD2 80.00 usec
PL2 .00 dB
PL12 13.84 dB
PL13 18.00 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
PL13W 0.23886430 W
SFO2 400.1316005 MHz
SI 32768

SF 100.6127524 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB

BC 1.40
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<
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NC N
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-102 -104 -106 -108 -110

114

S99

-116

NAME JOoCamidine 6u
EXPNO 1
PROCNO i
Date_ 20160401
Time 11.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 71.8

DW 60.400 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
TDO ? 5

CHANNEL £1

NUC1

Pl 16.25 usec
PL1 0.00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
SI 32768

SF 400.1300087 MHz
WDW EM

SSB [

LB 0.30 Hz
GB 0

BC 1.00
NAME JoCamidine 6u
EXPNO 7
PROCNO 1
Date_ 20160401
Time 11.

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
D 131072
SOLVENT cpcl3
NS 32
D8 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 1290.2
DW 6.650 usec
DE 6.50 usec
TE 300.0 K
DL 1.00000000 sec
D1l 0.03000000 sec
D12 0.00002000 sec
TDO 1

= CHANNEL f2 =:

CHANNEL f1 =

19F
15.00

3.21
376.4682462

waltzl6

.84

15.07131863

0.62251705

400.1316005
6553

376.4985406

EM

0

0.30

0

1.00

usec

di
MHz
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S100

NAME JOCamidine 6u
EXPNO 5
PROCNO 1
Date_ 20160217
Time 1.26
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 655386
SOLVENT CDC13
NS 4096
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 13004
DW 20.850 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
- == CHANNEL f1l
NUC1
Pl 15.50
PL1 -1.23 dB
PL1W 50.01396179 W
SFO1 100.6238364 MHz
CHANNEL £2
waltzl6
18
80.00 usec
0.00 dB
13.84 dB
18.00 dB
15.07131863 W
0.62251705 W
0.23886430 W
400.1316005 MHz
3276
100.6127590 MHz
EM
0
1.00 Hz
0
1.40
NAME JOCamidine 6v
EXPNO
PROCNO 1
Date_ 20160525
Time 9.07
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
WH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 114
DW 60.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
NUC1
Pl 16.25 usec
PL1 0.00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
s1 32768
SF 400.1300090 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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S101

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD

SOLVENT
NS
DS

SWH
FIDRES
AQ

RG
DW
DE

= CHANNEL f1 =

Jocamidine 6v
Zz

1

20160525

9.11

spect

5 mm PABBO BB-
zgfhiggn
131072

CDCL3
32

4
75187.969
0.573639
0.8716788

Hz
Hz
sec

1625.5
6.650 usec
6.50 usec
300.0 K
1.00000000 sec
0.03000000 sec
0.00002000 sec
1

19F
15.00 usec

3.21
376.4682462 MHz

= CHANNEL f2
CPDPRG2 waltzlé
NuC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
SI 65536
SF 376.4985429 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
NAME JoCamidine 6w
EXPNO 5
PROCNO 1
Date_ 20160507
Time 11.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 2390
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 8192
DW 20.850 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
CHANNEL f1
nNucl 13C
P1 15.50 usec
PL1 -1.23 dB
PL1W 50.01396179 W
SFO1 100.6238364 MHz
CHANNEL f2
CPDPRG2 waltzlé
NUc2 H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 de
PL13 18.00 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
PL13W 0.23886430 W
SFO2 400.1316005 MHz
SI 32768
SF 100.6127553 MHz
wDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



—9.09
_—17.05

T~7.02

PROCNO

1
MM/ Date_ 20160415
Time 13.02

TANTONQON -V OTRDOTNN DMWY NAME JoCamidine 6w
NN 0 D s U IN N SL h H,0). 00 00:00.0 EXPNO 1
R R R R R e R N B N VN SN Y

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 65536
F O SOLVENT €DC13
NS 16
DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
HN N AQ 3.9584243 sec
RG 90.5
DW 60.400 usec
O O DE 6.50 usec
TE 00.0 K
D1 1.00000000 sec
F: (:) TDO 1
AN CHANNEL f1
NUC1 H
6w 5 1623 usec
PL1 0.00 dB
PL1W 15.07131863 W
SFO1 400.1324710 MHz
s1 32768
SF 400.1300090 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A LN
T T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 ppm
A o bt o] =) o}
o - e - ©
e NAME JOCamidine 6w
5B EXPNO 7
B PROCNO 1
oo Date_ 20160415
= Time 13.06
o INSTRUM spect
\ ’ PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
TD 131072
SOLVENT cpel3
F O NS 32
DS 4
SWH 75187.969 Hz
FIDRES 0.573639 Hz
AQ 0.8716788 sec
RG 2580.3
HN N DW 6.650 usec
DE 6.50 usec
(0 (@) TE 300.0 K
D1 1.00000000 sec
D1l 0.03000000 sec
F D12 0.00002000 sec
() TDO 1
AN
6w NUC1 19F
P1 15.00 usec
PL1 3.21 dB
SFO1 376.4682462 MHz
memzssss CHANNEL f2 =ssssss=
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 13.84 dB
PL2W 15.07131863 W
PL12W 0.62251705 W
SFO2 400.1316005 MHz
s1 65536
SF 376.4985452 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T
-100 -105 -110 -115 -120 -125 -130 -135 ppm
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NAME JOCamidine 6w

EXENO 5

PROCNO 1

Date 20160422

Time 10.37

INSTRUM spect

PROBED 5 mm CPTCI 1H-

PULPROG zgpg30

TD 65536

SOLVENT cDCl13

NS 251

DS 4

SWH 36057.691

FIDRES 0.550197

AQ 0.9088159

RG 107.97

DW 13.867

DE 18.00

TE 298.2

D1 2.00000000

D11 0.03000000

TDO i
= CHANNEL f1 =

150.9068340

13c

12.00

32768

150.8902181

EM

]

1.00

a

1.40




