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1. General Information

'H and**C spectra were recorded on a Varian Inova 400 MHz or Varian Inova 500 MHz NMR
spectrometer. DOSY spectra were recordeda Bruker Avance 600 MHz spectrometer. Proton
(*H) chemical shifts are reported in parts per millidnwith respect to tetramethylsilane (TMS,

d=0), and referenced internally with respect to the protio solvent impurity. Deuterated NMR
solvents were dhined from Cambridge Isotope Laboratories, Inc., Andover, MA, and used
without further purification. Mass spectra were recorded on an Agilent 6210 LC TOF mass
spectrometer using electrospray ionization with fragmentation voltage set at 115 v and processed
with an Agilent MassHunter Operating System. All other materials were obtained from Aldrich
Chemical Company, St. Louis, MO, or TCI, Tokyo, Japan and were used as received. Solvents
were dried through a commercial solvent purification system (Pure Prbeelssologies, Inc.).
Molecular modeling (sereémpirical calculations) was performed using the AM1 force field
using SPARTAN

2. Synthesis of Compounds

|\ \N/‘/\‘\EIN/ B
~N N~

4,4'-Methylene-bis[N-(2-pyridinylmethylene)benzenamine {):
4 , -digminodiphenylmethane (512 mg,58 mmol) and 2 yr i di necar boxal dehy
5.27 mmol) were combined in a 50 mL Erlenmeyer flask with stir bar. MeOH (25 mL) was

added, followed by stirring for 24 h, after which point a precipitate was filtered. The crude
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product was rinsed with hexes (25 mL) and dried to give a cream solid (712 mg, 73pb).

NMR (400 MHz; CDC}) U0 8 JZ 48, (.8Hg,,2H), 8.65 (s, 2H), 8.22 (ds 7.8 Hz, 2H),

7.82 (td,J= 7.8, 1.1 Hz, 2H), 7.38 (ddd,= 7.8, 4.8, 1.1 Hz, 2H), 7.29 (s, 8H), 4.07 (s, Z¥.

NMR (100 MHz; CDC}) a 160. 1, 154. 8, 149. 8, 149. 1, 139
41.2. HRMS (ESI) m/z calcd forsgH20N4 ((M+H] *) 377.1760, found 377.1719.

I = A
H2N

1,3-Bis[(4-aminophenyl)ethynyllbenzene (A)

O NH,

m-Diiodobenzene (500 mg, 1.52 mmol) wasmbined with 4ethynylaniline (443 mg, 3.78

mmo | ) ;Bis-{dipherlylplposphino)ferrocene] dichloropalladium(ll) complexed with,@}

(62 mg, 76e m @, and copper iodide (14 mg, E4m 9 ih a 25 mL rounébottomed flask with

attached reflux condenser. Thgstem was purged using a Schlenk line. AnhydrousNHPr(2

mL) and anhydrous PhMe (8 mL) were added, followed by three additional purge cycles. The
reaction was then heated to 100°C for 48 h. After cooling, the reaction was diluted »@th Et

(250 mL) andfiltered through celite. The solvent was then evaporatedacuo The residue

from this was purified by column chromatography (Sikexanes/ethyl acetate 3:1 + 1%NEto
hexanes/ethyl acetate 1:1 + 1%NBt Collection of fractions and evaporation aflvent in
vacuogave product as a dull yellow solid (132 mg, 28¥)NMR (400 MHz; CDC}) U 7. 63 (
1H), 7.39 (dd,J) = 7.5, 1.1 Hz, 2H), 7.33 (d,= 8.6 Hz, 4H), 7.28 (d] = 7.5 Hz, 1H), 6.64 (dJ

= 8.6 Hz, 4H), 3.82 (br, 4Hf3C NMR (100 MHz; CDC))i 146. 9, 134.2, 133.:
124.3, 114.9, 90.7, 86.9. HRMS (ESI) m/z calcd fapHzeN> ([M+H]") 309.1386, found

309.1389.

Z X
o "™ T
H,N NH,
2,6-Bis[(4-aminophenyl)ethynyl)]aniline (B):

2,6-Dibromoaniline (380 mg, 1.51 mmol),-ethynylaniline (443 mg, 3.78 mmol) [-1, 10
bis(diphenylphosphino)ferrocene]dichloropalladium(ll), complex with dichloromethane (62 mg,
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76 ¢ m@, bnd copper iodide (14 mg, €4m @ were combined in a 25 mL rowfmwbttomed flask
with attached reflux condenser. The system was purged usindemiSthe. Anhydrous iBNH
(2 mL) and anhydrous PhMe (8 mL) were added, followed by three additional purge cycles. The
reaction was then heated to 100°C for 48 h. After cooling, the reaction was diluted sMith Et
(250 mL) and filtered through celite. Ths®lvent was then evaporatad vacuo The residue
from this was purified by column chromatography (Sikexanes/ethyl acetate 3:1 + 1%NEto
hexanes/ethyl acetate 1:1 + 1%NBt Collection of fractions and evaporation of solvemt
vacuogave productsan orange solid (102 mg, 21%) NMR (400 MHz; CDC§) u 74 33 (d
= 8.4 Hz, 4H), 7.28 (d] = 7.5 Hz, 2H), 6.65 (tJ = 7.5 Hz, 1H), 6.64 (d] = 8.4 Hz, 4H), , 4.86
(br, 2H), 3.83 (br, 4H)**C NMR (100 MHz; CDCf) & 148. 7, 146. 8149,133. 0,
112.7, 108.2, 95.7, 83.5. HRMS (ESI) m/z calcd feiHzN3 (MA]*) 323.1417, found 323.1427.

NO,

=Z A
OIS
H2N NH2

2,6-Bis[(4-aminophenyl)ethynyl]4-nitroaniline (C):

To a 2neck 25 mL roundottom flask equipped with a stir bar and reflux condenser was added
2,6-diiodo-4-nitroaniline (100 mg, 25 mmol), -dthynylaniline (58 mg, 50 mmol),
bis(triphenylphosphino)dichloropalladium(ll) (17.5 mg 2.5 mmol) and copper iodide (2.5 mg 1.3
mmol). The mixture was placed under nitrogen and anhydrouSHP{5 mL) was addedThe

reaction was stirred at room temperature for 40 h. The solvent was removed by rotary
evaporation and the remaining solid was dissolved in a mixture of methylene chloride and
methanol. The mixture was then filtered through celite and the solventtfrerfiltrate was

removed by rotary evaporation. The product was recrystallized from methylene chloride twice to
give an orange powder (32 mg, 33% yiel#j.NMR (400 MHz; CDC}) U 8. 19 ( s, 2 H)
J = 8.6 Hz, 4H), 6.66 (dJ) = 8.6 Hz, 4H), 5.53 (br2H), 3.91 (br, 4H)"H NMR (400 MHz;

DMSOds) U= 8. 00 (Js8.612zHiH), 6.68 (b3 2H), 6.5V (d= 8.6 Hz, 4H), 5.64

(br, 4H). °C NMR (100 MHz; DMSQds) U 153. 4, 149. 8, 136. 1, 13
107.0, 98.0, 81.1. HRMS (ESI) mtalcd for GoH1eN4O2 ([M+H] *) 369.1346, found 369.1382.
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Br Br

Benzyl 2,6Dibromophenyl Ether (S-1):

26Di bromophenol (580 mg, 2.3 mmol ), benzyl
carbonate (479 mg, 3.47 mmol), and sodium iodide (33 mg, 0.22 mmolcamigned in a 25

mL roundbottomed flask with attached reflux condenser. MeCN (7 mL) was added, and reaction
was heated under reflux for 16 h. After cooling, water was added, followed by extraction with
Et,O. The combined organic fractions were washed tmithe, dried over MgS§) followed by
evaporation of solvent vacuo The crude product was then filtered through a silica plug with
hexanes to yield a white solid (645 mg, 82%) NMR (400 MHz; CDC}) & 7J=.2Hz d ,
2H), 7.54 (dJ = 8.0 Hz, 2H) 7.447.35 (m, 3H), 6.90 (t) = 8.0 Hz, 1H), 5.04 (s, 2H)*C

b

NMR (100 MHz; CDC}) 4 153. 0, 136. 4, 132.9, 128.6, 128

are overlapping). HRMS (ESI) m/z calcd for;s814Bro,NO ([M+NH4]") 359.9417, found
359.9432.

O-Benzyl 2,6bis[(4-aminophenyl)ethynyl]phenol (D}

S1 (250 mg, 0.73 mmol), -éthynylaniine (214 mg, 1.83 mmol),
bis(triphenylphosphino)dichloropalladium(ll) (60 mg, 0.09 mmol), and copper iodide (14 mg,
0.07 mmol) were combined in a 25 mL rodoottomel flask with attached reflux condenser.

The system was purged using a Schlenk line. AnhydrogliP¢8 mL) and anhydrous THF (8

mL) were added, followed by three additional purge cycles. The reaction was then heated under
reflux for 72 h. After cooling,ite reaction was diluted with £ (400 mL) and filtered through

celite. The solvent was then evaporated/acuo The residue from this was triturated in 3 M
aqueous KOH (20 mL) in an ultrasonication bath, followed by filtration and drying. The solid
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was prified by column chromatography (SiOhexanes/ethyl acetate 3:1 + 1%;gNEtto
hexanes/ethyl acetate 1:1 + 1%NBt Collection of fractions and evaporation of solvémt
vacuogave product as a light orange solid (32 mg, 16#4NMR (400 MHz; CDC}) 862 (d, .
J= 7.2Hz, 2H), 7.42 (dJ) = 7.7 Hz, 2H), 7.32 (m, 3H), 7.28 (@= 8.0Hz, 4H),7.04 (t,J= 7.7
Hz, 1H), 6.63 (d,) = 8.0 Hz, 4H), 5.34 (s, 2HR.83 (br, 4H).**C NMR (100 MHz; CDG))
160.1, 146.9, 137.7, 133.1, 132.7, 128.6, 128.5, 1228.81118.7, 114.9, 112.7, 94.9, 83.7,

75.6. HRMS (ESI) m/z calcd for/gH,:N0O ([M+Na]*) 437.1624, found 437.1646.
NO,

4-(t-Butyl)benzyl 2,6-Diiodo-4-nitrophenyl Ether (S-2):

2,6-Diiodo-4-nitrophenol (640 mg, 1.64 mmol);@#b ut yl ) benzyl 1.Gtmmat)j de ( 3
and potassium carbonate (283 mg, 2.05 mmol) were combined in a 25 mthattoded flask

with attached reflux condenser. MeCN (10 mL) was added, and reaction was heated under
refluxed for 24 h. After cooling, water (100 mL) was added, followg@xtraction with CHCI,

(3 x 50 mL). The combined organic fractions were dried over Mg&0owed by evaporation

of solventin vacuoto give a faint yellow solid (708 mg, 80%H NMR (400 MHz; CDC}) U

8.69 (s, 2H), 7.60 (d] = 8.3 Hz, 2H), 7.48 (d) = 8.3 Hz, 2H), 5.06 (s, 2H), 1.37 (s, 9¥iC

NMR (100 MHz; CDC}) O 162. 9, 152. 1, 144. 8, 135. 2, 13
31.5. HRMS (ESI) m/z calcd for@H;71,NOs ([M]A)“536.9292, found 536.9290.
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O-4-(t-Butyl)benzy! Bis[(4-aminophenyl)ethynyl]4-nitrophenol (E):

S2 (638 mg, 1.19 mmol), -thynylaniline (348 mg, 2.97 mmol),
bis(triphenylphosphino)dichloropalladium(ll) (42 mg, 0.6 §, land copper iodide (12 mg,
0.06e mdWwere combined in a 50 mL rowtttomed flask with attachedflux condenser. The
system was purged using a Schlenk line. AnhydroutN#P1(10 mL) and anhydrous PhMe (10
mL) were added, followed by three additional purge cycles. The reaction was then heated under
reflux for 68 h. After cooling, the solvent was dédd with EtO (200 mL), followed by filtering
through celite. The solvent was then remowedacuo The residue was dissolved in EtOAc (10
mL), followed by addition of hexanes (90 mL) to give a precipitate. The mixture was filtered
through celite and riresl with additional hexanes (100 mL), causing new precipitate to form. The
fine solid was filtered through celite, rinsed with hexanes (50 mL), then washed off of the celite
with EtOAc (50 mL). Solvent was removeédvacuoto give product as an orange sq&b4 mg,
41%)."H NMR (400 MHz; CDC}) U 8. 23 ( = 8.22Hi RH), 7389 (8) 2 8.7 HE,,

2H), 7.29 (dJ = 8.4 Hz, 4H), 6.63 (dJ = 8.4 Hz, 4H), 5.48 (s, 2H), 3.71 (br, 2H), 1.33 (s, 9H).
%C NMR (100 MHz; CDGJ) U 164 . 5, 15133.8 133.3 428.3,327.3, 1263, 1
119.3, 114.8, 111.6, 97.3, 82.3, 75.7, 34.7, 31.5. HRMS (ESI) m/z calcd ;03
(IM+H] ™) 516.2281, found 516.2354.
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Br Br

1-(N-(2,6-Dibromophenyl))Adamantane Carboxamide &-3):

2,6-Dibromoaniline (250 mg, 1.0 mmojnd tadamantanecarboxylic acid chloride (160 mg,
0.81 mmol) were combined in a 10 mL rodnottomed flask with attached reflux condenser.
System was purged using a Schlenk line, followed by addition of anhydrous PhMe (5 mL).
Reaction was heated underluaffor 28 h, followed by cooling and then evaporating the solvent
in vacuo The residue was then recrystallized from 95% EtOH to give the product as a white
powder (103 mg, 31%JH NMR (400 MHz; CDC§) U 74588 H%, 8H), 7.21 (br, 1H),

6.99 (t,J = 8.1 Hz, 1H), 2.10 (s, 3H), 2.05 (s, 6H), 1.77 (s, 680.NMR (100 MHz; CDCJ) U
175.6, 135.1, 132.3, 129.3, 124.0, 41.6, 39.3, 36.6, 28.3. HRMS (ESI) m/z calcd for
C17H19BroNO ([M+H]™) 411.9906, found 411.9913.

= A
O e
HoN b NH,

N-(2,6-bis[(4-aminophenyl)ethynyl]phenyl)adamantanecarboxamide (F)

S3 (103 mg, 0.25 mmol), -thynylaniline (73 mg, 0.62 mmol),
bis(triphenyl phosphino)dichloropalladium(l11)
0.03 emol s) wer e c o fhottonmed fthsk iwith attach@d#fux oohdenses.u n d
The system was purged using a Schlenk line. AnhydrouBliP(5 mL) and anhydrous PhMe

(10 mL) were added, followed by three additional purge cycles. The reaction was then heated
under reflux for 72 h. After cooling, the reaction wasfi#d through celite, followed by removal

of solvent in vacuo The residue was then purified by column chromatography >(SiO
hexanes/ethyl acetate 2:1 + 1%NEto hexanes/ethyl acetate 1:1 + 1%NBtto give the product

as a light orange solid (17 mg, 14%) NMR (400 MHz; CDC})) ad 7.56 ( bJ=, 1H),
Hz, 2H), 7.30 (dJ = Hz, 4H), 7.15 (tJ = Hz, 1H), 6.62 (dJ = Hz, 4H), 3.87 (br, 4H), 2.07 (s,
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9H), 1.75 (s, 6 H)*®C NMR (100 MHz; CDCG) U 175.5, 146.9, 138. 8,
121.5, 114.9112.6, 95.5, 84.3, 41.6, 39.7, 36.7, 28.4. HRMS (ESI) m/z calcd sfbtsBis0
(IM+H] *) 486.2539, found 486.26009.

Complex Formation

73-Fex (ClO4)4 (Method A):

7 (25.0 mg, 66.@ md dnd Fe(CIQ),A x-8 (17.2 mg) were combined in anhydrous MeCN (10
mL) in a 25 mL rounebottomed flask under a blanket ob,Nollowed by submerging in an
ultrasonication bath for two minutes. The solution was then diluted wi® E200 mL),
followed by filtration of the resulting precipitate. After drying, product was isolased purple
solid (35.5 mg, 98%).

73-Fe&y-(ClO4)4 (Method B):

4 | -Bi@minodiphenylmethane (66 mg, 3830my a&nd 2pyr i di necar boxal dehyd
€ mQ Were combined in anhydrous MeCN (2 mL) in a 10 mL rebattomed flask under a

blanket of N. To this solution was added Fe(C)A x.8 (122 mg). The mixture was then
submerged in an ultrasonication bath for two minutes. The solution was then diluted ®ith Et

(14 mL), and cooled te25°C. This gave a fine precipitate which was collected by centrifugatio

to give a purple solid (183 mg, 82%MH NMR (400 MHz; CRCN) U 8. 93 (Js, 2H),
7.7 Hz, 2H), 8.37 (t)= 7.7 Hz, 2H), 7.75 (t) = 6.7 Hz, 2H), 7.35 (d] = 5.2 Hz, 2H), 6.94 (br

s, 4H), 5.52 (br s, 4H), 4.01 (s, 2H).

13-Fey-(ClOy)4:

A B9 mg, 13e mdpbnd 2pyri di necar box al dmdilyeceecombiried B € L,
anhydrous MeCN (1 mL) in a 10 mL rowhdttomed flask under a blanket of.Nlo this

solution was added Fe(CIRA x.8 (3.0 mg). The mixture was then submerged in an
ultrasanication bath for two minutes. The solution was then diluted wit® Ei4 mL), and

cooled to-25°C. This gave a fine precipitate which was collected by centrifugation to give a
purple solid (7.5 mg, 90%fH NMR (500 MHz; CRCN) & 8. 93 (Xb=75HH), 8.
2H), 8.39 (t,J = 7.72 Hz, 2H), 7.85 (s, 1H), 7.79 &= 6.0 Hz, 2H), 7.58 (dJ = 7.2 Hz, 2H),
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7.45 (m, 7H), 5.33 (dJ = 8.2 Hz, 4H). HRMS (ESI) m/z calcd fori&HeeClaFeN1:016
([M+2H]%) 984.1159, found 984.1167.

23-Fey-(ClOy)4:

B (85 mg, 26e mpbhnd 2pyri di necar boxal dmadiyeteecombpiied 0 ¢ L,
anhydrous MeCN (1 mL) in a 10 mL rouwbhdttomed flask under a blanket of.Nlo this

solution was added Fe(CIRA x.8 (7.1 mg). The mixture was then submerged in an
ultrasanication bath for two minutes. The solution was then diluted wit® E14 mL), and

cooled to-25°C. This gave a fine precipitate which was collected by centrifugation to give a
purple solid (49.2 mg, 94%JH NMR (400 MHz; CRCN) & 8. 89 (Js,7.6RzH) , 8 .
2H), 8.39 (tJ = 7.6 Hz, 2H), 7.77 () = 6.1 Hz, 2H), 7.47 (d) = 8.4 Hz,4H), 7.38 (m,4H),

6.71 (t,J = 7.6 Hz, 1H), 5.47 (br, 2H), 5.31 (d,= 8.4 Hz, 4H). HRMS (ESI) m/z calcd for
CioHesClaFe&N;15016 ([M-3(ClO,)]*") 571.4676, found 574686.

33-Fex (ClOy)4:

C (106 mg, 29e mo &and 2pyr i di necar box alednephivered eomlfined i ¢ L,
anhydrous MeCN (1 mL) in a 10 mL rowbhdttomed flask under a blanket of.Nlo this

solution was added Fe(CJRA x.8 (7.0 mg). The mixture washen submerged in an
ultrasonication bath for two minutes. The solution was then diluted wih Et4 mL), and

cooled to-25°C. This gave a fine precipitate which was collected by centrifugation to give a
purple solid (15.6 mg, 76 %JH NMR (500 MHz; CRCN) U 8. 87 (Js8.2HzH) , 8 .
2H), 8.39 (tJ = 7.5 Hz, 2H), 8.24 (s, 2H), 7.77 (m, 2H), 7.57 (m, 4H), 7.39 &68.1 Hz, 2H),
6.57 (br, 2H), 5.32 (dJ = 8.1 Hz, 4H). HRMS (ESI) m/z calcd for;6HgeClaFe&N15022 ([M -
3(CI0s)]*") 616.4526, foud 616.4522.

43-Fey- (ClOy)4:

D (238 mg, 57 mpénd 2pyr i di necar boxal &en®ywereconjbindd.in0 ¢ L,
anhydrous MeCN (1 mL) in a 10 mL rowhdttomed flask under a blanket of.Nlo this

solution was added Fe(ClRA x-8 (13.9 mg). The mixter was then submerged in an
ultrasonication bath for two minutes. The solution was then diluted wib Et4 mL), and

cooled to-25°C. This gave a fine precipitate which was collected by centrifugation to give a
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purple solid (35.8 mg, 82%JH NMR (400 MHz CD:CN) & 8. 91 (Js=,76BRz1), 8.
2H), 8.39 (t,J = 8.0 Hz, 2H), 7.79 (t) = 5.8 Hz, 2H), 7.59 (d) = 7.6 Hz, 2H), 7.43 (m, 4H),

7.28 (d,d = 7.7 Hz, 4H), 7.22 (t) = 7.7 Hz, 1H), 7.09 () = 8.0 Hz, 2H), 6.83 (tJ = 7.7 Hz,

1H), 5.36 (d,J = 7.7 Hz, 4H), 5.19 (s, 2H). HRMS (ESI) m/z calcd forfg,ClsFeN1,019
(IM-2(CIOy)]?") 1043.2223, found 1043.2203.

53:Fey-(ClOy)4:

E (54.6 mg, 0.11 mmols) and@y r i di necar boxal dehyde (21 e¢L, O
anhydrous MeCN (5 mL) in a 1ML roundbottomed flask under a blanket of.Nlo this

solution was added Fe(CIRA x,8 (26 mg). The mixture was then submerged in an
ultrasonication bath for five minutes. The solution was then diluted wi® EtO0 mL), and

cooled to-25°C. This gave dine precipitate which was collected by centrifugation to give a
purple solid (41.4 mg, 45%JH NMR (500 MHz; CRCN) & 8. 81 (Js=,7.3RzH) , 8 .
2H), 8.42 (s, 2H), 8.40 (m, 2H), 7.77 (dk 9.8 Hz, 3.7 Hz, 2H), 7.34 (d,= 5.4 Hz, 2H), 7.29

(d,J = 8.2 Hz, 2H), 7.19 (d] = 8.0 Hz, 4H), 7.13 (d) = 8.2 Hz, 2H), 5.7 (s, 2H), 5.17 (A=

8.0 Hz, 4H), 1.09 (s, 9H). HRMS (ESI) m/z calcd fof3dE105ClaF&N15025 ([M-4(CIO4)]4+)

547.9224, found 547.9227.
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3. NMR Spectral Data

H7  Hg

H
H; Hs
HS\I:AN )

= X
N N H
Hz/ = 8
" l
LI e — L e T

T T T T L
6.8 6.6 . 64 6.2 6.0

5.8 5.6 54 5.2 5.0 4.8 4.6 4.4 ' 4.2 I
Figure S-1. 'H NMR spectrum o (CDCls, 400 MHz, 298 K).

8.6 8.4 8.2 8.0 78

7.6 7.4 7.2 7.0

T T T

160 155 150 1‘I15 1¢I10 1.'I35 1:;0 léﬁ 12‘0 115 110 I(IJS 1(;0 9[5 9!0 BIS SI(] 7I5 710 615 éO 5‘5 5‘0 4‘5 4l0
Figure S-2.C NMR spectrum of (CDCl;, 100 MHz, 298 K).
H, Hy
NH,,
Hj
Hg L
7.‘5 7.‘0 6.‘5 6?0 5:5 5‘.0 44‘5 410 3.‘5
Figure S-3.'H NMR spectrum ofA (CDCl;, 400 MHz, 298 K).
1;0 1:15 1“10 13‘5 1;0 155 150 1‘15 1I10 1(I)5 lfIJO 9l5 QID SIS

Figure S-4.*C NMR spectrum oA (CDCl;, 100 MHz, 298 K).
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NH,

NH(int)

NH,(ext)

7.4 7.2 7.0 6.8 6.6 6.4 6.2 6.0 5.8 5.6 5.4 5.2 5.

Figure S-5.'H NMR spectrum oB (CDCls, 400 MHz, 298 K).

150 145 140 135 130 125 120 115 110

Figure $-6.C NMR spectrum oB (CDCl;, 100 MHz, 298 K).

NH,(int)

y -

105

HoN

100

90 85

NH,(ext)

e

Hy

L Hy H,

T T T T T T T T T T T T T T T T T T T T
8.2 8.0 7.8 7.6 74 7.2 7.0 6.8 6.6 6.4 6.

Figure S-7.'"H NMR spectrum o2 (CDCl;, 400 MHz, 298 K).

.2 6.0 5.8 5.6 5.4

4.4 4.2 4.0

-..J—.Jk i ! LJWL

T T T T T T T T T T

155 150 145 140 135 130 125 120 115 110

Figure S$-8.*C NMR spectrum o€ (CDCl;, 100 MHz, 298 K).
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Hs

8.0 7.8 7.6 74 7.2 7.0 6.8 6.6 6.4 6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 4.6

Figure S-9.'H NMR spectrum o8-1 (CDCl;, 400 MHz, 298 K).

I U 1 S S |

L55 150 145 140 135 130 125 120 115 110 105 100 95 90 85 80 75 70

Figure S10."C NMR spectrum 08-1 (CDCl;, 100 MHz, 298 K).

NH,
7I5 7‘0 6‘5 6.‘0 515 SIO 4‘5 4‘0
Figure S-11."H NMR spectrum oD (CDCls;, 400 MHz, 298 K).
léO 1‘55 1;0 1¢I}5 1:10 1;5 13‘0 155 ;ﬁq 1I15 1;0 165 160 9‘5 9I0 E;S BIO 7I5

Figure S12."*C NMR spectrum ob (CDCl;, 100 MHz, 298 K).
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NO, Hs
H,
| |
H, O
Hy Hs
Ho
Hz
HyHa
gl " B
8:5 8:0 7.‘5 7f0 6.‘5 610 5:5 5.‘0 4.‘5 4:0 315 310 2:5 2.‘0 1‘.5 1:0
Figure S-13.*H NMR spectrum 05-2 (CDCl;, 400 MHz, 298 K).
165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 90 8 8 75 70 65 60 55 50 45 40 35 30
Figure S-14.%%C NMR spectrum 08-2 (CDCl;, 100 MHz, 298 K).
H?

Hy

Hs
NH

T T T T T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5

Figure S15."H NMR spectrum of (CDCl;, 400 MHz, 298 K).
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Figure S-16."*C NMR spectrum oE (CDCls;, 100 MHz, 298 K).
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Figure S-17."H NMR spectrum 08-3 (CDCl;, 400 MHz, 298 K).
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Figure S18."*C NMR spectrum 08-3 (CDCl;, 100 MHz, 298 K).
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Figure S-19."H NMR spectrum of (CDCls;, 400 MHz, 298 K).
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Figure S20."*C NMR spectrum of (CDCl;, 100 MHz, 298 K).
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Figure S-21. 'H NMR spectrum ofs:Fe,:(ClO,)4 (CDsCN, 400 MHz, 298 K).
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Figure S-22. '"H NMR spectrum ofl;-Fe,-(ClO,)4 (CDsCN, 500 MHz, 298 K).

Figure S-23. 'H NMR spectrum of;:Fe,-(ClO,)4 (CDsCN, 400 MHz, 298 K).

Figure S-24. '"H NMR spectrum 08;-Fe,-(Cl0.,), (CDsCN, 400 MHz, 298 K).

Figure S-25. '"H NMR spectrum ofls:Fe,-(ClO,), (CDsCN, 600 MHz, 298 K).



